BEFORE THE NEBRASKA DEPARTMENT OF ENVIRONMENT AND ENERGY

IN THE MATTER OF )
AltEn, LLC, ) CASE NO. 3540
)
FID # 84069 ) EMERGENCY COMPLAINT
) AND ORDER
Respondent. }

This Emergency Complaint and Order is issued by the Director of the Department of
Environment and Energy (hereinafter referred fo as “Department”) pursuant to Neb. Rev.
Stat. § 81-1507(4) of the Environmental Protection Act (Act), Neb. Rev. Stat. § 81-1501 et
seq. (Reissue 2014, Supp. 2015) to require immediate action {o protect the public health
and the environment. The Department is the agency of the State of Nebraska charged with
the duty pursuant to Neb, Rev. Stat. § 81-1504(1) to exercise exclusive general supervision
of the administration and enforcement of the Environmental Protection Act, and all rules and
regulations and orders promulgated under the Act. The Respondent is AEn, LLC,
(hereinafter “Respondent’), whose Facility is located in Mead, Saunders County, Nebraska.

The complaint below sets out the facts establishing the existence of an emergency,
and the order specifies the immediate action that must be taken to abate the emergency.
This Emergency Compilaint and Order is effective immediately. The Respondent shall be
afforded the opportunity for a hearing upon application in writing to the director of the
Department, such hearing to take place as soon as possible but not later than ten days after
a request is made.

I. COMPLAINT

1. Respondent is AltEn, LLC, owner of the ethanol plant (hereinafter “Facility”) at
1344 County Road 10, Mead, Nebraska 88041. The legal description is N SW Section 12
Township N 14 Range E 08, Saunders County, Nebraska. AltEn, LLC, is a limited liability

company registered to do business in Nebraska and organized in the state of Kansas.
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2. The Respondent’s ethanol plant uses seed corn treated with pesticides to produce
ethanol. The waste products include wastewater and distiller's grain, both containing high
levels of pesticide residue.

3. The Facility discharges processed wastewater to three lagoons. The Southeast
and Northeast Lagoons were built first, pursuant to the Facility's Wastewater Facility (WWF)
Construction Permit # 05-0158. The West Lagoon was built in 2018 pursuant to WWF
Construction Permit # 2018-0060; the three lagoons are interconnected to allow water to
flow from one lagoon to another.

4. On May 8, 2018, on behalf of the Respondent, Matthew D. Goeller, P.E., Settje
Agri-Services & Engineering, Inc,, filed an Engineering Design form #1 (ED-1) with the
Department documenting and amending the maximum operating depth and freeboard
above max (the distance between the surface of the wastewater and the top of retaining
banks determined necessary to ensure safe operation) for the three lagoons at the Facility.
The Southeast Lagoon has a maximum operating depth of 19.0 feet, and a freeboard above
max of 3.0 feet. The Northeast Lagoon has a maximum operating depth of 19.0 feet, and a
freeboard above max of 3.0 feet. The West Lagoon (referred to as the Northwest Lagoon in
the ED-1) has a maximum operating depth of 17.9 feet, and a freeboard above max of 2.1
feet. This ED-1 amended the maximum operating depth and freeboard for the Northeast
and West lagoons from the original plans and specifications because of the addition of the
third lagoon and the interconnection between the lagoons. This ED-1 was approved by the
Department as part of Permit # 2018-0060.

5. On February 1, 2021, employees from the Department conducted a site visit at the
Facility. See Attachment A, February 1, 2021, Site Inspection Report, hereby incorporated

into this Order.
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6. An Environmental Engineer from the Department’s Permitting and Engineering
Division conducted an inspection of the three lagoons at the Facility. Based upon her visual
observations and calculations (located in Attachment A), she made the following
conclusions:

A. The West Lagoon is operating at a depth of about 18.5 feet, above the maximum
operating depth of 17.9 feet and within the area designed for fresboard.

B. The Northeast Lagoon is operating at a depth of about 19 to 19.5 feet, above the
maximum operating depth of 19 feet and within the area designed for freeboard.

C. The Southeast Lagoon is operating at a depth of about 19 to 19.5 fest, above the
maximum operating depth of 19 feet and within the area designed for freeboard.

7. Testing of the West Lagoon wastewater on April 8, 2018, showed the presence of
Azoxystrobin, Clothianidin, Thiabendazole, and Thiamethoxam, which are fungicides and
pesticides used on treated seed corn. The levels of fungicides and pesticides reported in
the test results were Azoxystrobin (33.9 parts per billion (ppb)), Clothianidin (58,400 ppb),
Glyphosate (124 ppb), Thiabendazole (8450 ppb), and Thiamethoxam (35,400 ppb). See
Attachment B, Test Results.

8. Testing of the Northeast Lagoon wastewater on November 12, 2019, showed the
presence of Azoxystrobin (89.3 ppb), Clothianidin (7070 ppb), Glyphosate (206 ppb),
Thiabendazole (2450 ppb), and Thiamethoxam (2400 ppb). Testing of the West Lagoon
wastewater on November 12, 2019, showed the presence of Azoxystrobin (111 ppb),
Clothianidin {31,000 ppb), Glyphosate (116 ppb), Thiabendazole (2160 ppb), and
Thiamethoxam (24,000 ppb). See Attachment C. Test Results.

9. The pesticide levels found in the lagoon wastewater testing from April 8, 2019,
and November 12, 2019, far exceed the registered application rates for which EPA has

conducted safety assessments for pesticide products and “represents a level of
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contamination that has no uniformity or limit on the number and amount of pesticides
present.” “Some of these pesticides are known to leach and may contaminate groundwater.
Some may be persistent, and runoff will contaminate aquatic ecosystems. Additionally,
there are systemic pesticides in these samples and based on the high levels detected, they
can be taken up into plant tissues and result in levels of residues in nectar and pollen that
may harm pollinators or in leaves or other plant parts that are consumed by birds and
mammals.” See Attachment D, January 13, 2021, Letter from EPA, hereby incorporated into
this Order.

10. On September 13, 2019, the Department issued a Notice of Violation to the
Respondent citing as a violation:

“5. The wastewater in the treatment lagoons contains pesticides from the use
of treated seed corn feed stock in the ethanol production process. These pollutants
are not addressed by the Best Management Practices (BMP) plan to prevent short-
term and long-term surface and groundwater contamination as required by Part
{1.B.6 of NPDES Permit NE0137634.7
11. The Department required the Respondent to “immediately, cease land

application of lagoon wastewater.”

12. The Department issued a Letter of Noncompliance to the Respondent on
October 2, 2020, citing the failure to immediately cease land application of lagoon
wastewater as a continuing violation of the Sepiember 13, 2019, Notice of Violation.

13. The October 2, 2020, Letter of Noncompliance further cited:

“A. Failure to comply with operation and maintenance requirements.

1. The northeast lagoon liner is badly damaged. This includes damage from

vegetation, as well as numerous "whales” and tears. This is a violation of
Title 123, Chapter 11, Sections 001, 008.05, and 008.06.

2. The northwest lagoon liner has several "whales”. Moreover, the edge of

the liner is visible at the ground surface in some areas on the east side of

the northwest lagoon. This is supposed to be anchored two feet below the
ground, per plans and specifications submitted to the Department prior to
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the construction of the northwest lagoon. This is a violation of Title 123,
Chapter 11, Sections 001, 008.05, and 008.06.”

14. The Respondent is currently prohibited from land applying the lagoon
wastewater. According to a site visit on September 11, 2020, the Facility estimated that the
average wastewater flow to the lagoons is 100,000 gallons per day. If the facility continues
to discharge wastewater {o the lagoons without any acceptable method approved by the
Department o dispose of the wastewater, the water levels in the lagoons will continue to
rise and be susceptible to overflowing the dikes as precipitation increases in the spring.

15. Respondent was issued National Pollutant Discharge Elimination System
(hereafter NPDES) Permit Number NEO137634, effective July 1, 2017, and medified on
October 30, 2020. This permit authorizes Respondent to discharge wastewater in
accordance with permit limits. This permit in part provides:

“Part IV. D. Prohibited Discharges

The discharge of process wastewater to Waters of the State from the Alten,
LLC facility is prohibited. Process wastewater is defined as any wastestream
generated from the chemical, physical, or biclogical procedures utilized to produce
ethanol.”

“Appendix A. Conditions Applicable to All NPDES Permits

5. Need to Halt or Reduce Activity not a Defense

It shall not be a defense for a permittee in an enforcement action that it would
have been necessary to halt or reduce the permitted activity in order to maintain
compliance with the conditions of this permit.”

“7. The permittee shall at all times properly operate and maintain all facilities
and systems of treatment and control (and related appurtenances) which are
installed or used by the permittee to achieve compliance with the conditions of this
permit.”

16. NPDES Permit Number NE0O137634 cites the receiving water for stormwater

drainage from the Facility to be an undesignated tributary to Clear Creek {(Segment LB2-

10120 in the Lower Platte River Basin), both of which are waters of the State.
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17. Neb. Rev. Stat. § 81-1506(1)(a) makes it “unlawful for any person to cause
poliution of any air, waters, or land of the state or {o place or cause to be placed any wastes
in a location where they are likely to cause pollution of any air, waters, or land of the state.”

18. The Respondent is a person as defined in Neb. Rev. Stat. § 81-1502(10).

19. Pursuant to the Nebraska Environmental Quality Council’s authority to adopt
rules and regulations for the purpose of water pollution control, as expressed in Neb. Rev.
Stat. § 81-1508, the Council adopted rules and regulations codified as Neb. Admin. Code,
Title 119, Rules and Regulations Pertaining to the Issuance of Permits under the National
Poliutant Discharge Elimination Section and Neb. Admin. Code, Title 123, Rules and
Regulations for the Design, Operation, and Maintenance of Wastewater Works.

20. Neb. Admin. Code, Title 119, Rules and Reguiations Pertaining to the Issuance
of Permits under the National Pollutant Discharge Elimination Section, Chapter 14, Section
001, states in pertinent part that:

“001.01Duty to comply. The permittee must comply with all conditions of the
permit. Any permit noncompliance constitutes a violation of the Federal and State
Act and is grounds for enforcement action; for permit termination, revocation and
reissuance, or modification; or denial of a permit renewal application.” [and]

“001.03 Need to halt or reduce activity not a defense. It shall not be a defense
for a permittee in an enforcement action that it would have been necessary to halt or
reduce the permitted activity in order o maintain compliance with the conditions of
this permit.”

21. Neb. Admin. Code, Title 123, Chapter 11, § 001 states: “Wastewater treatment
facilities shall be maintained in proper operating condition in accordance with this chapter
and shall be operated in a manner to meet all NPDES permit requirements and not result in
a prohibited bypass or an unauthorized discharge.”

22. Neb. Admin. Code, Title 123, Rules and Regulations for the Design, Operation,

and Maintenance of Wastewater Works, Chapter 11 slates:

“008 The operation and maintenance of wastewater lagoons shall be
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conducted in the following manner:

008.06 The liners of wastewater lagoons shall be maintained so that
wastewater seepage does not exceed the rate approved by the Depariment in the
construction plans and specifications. Where no record of approved plans and
specifications exist, the lagoon liner shall be maintained to meet the seepage rate
prescribed by the Department for the specific wastewater being treated. The owner
shall perform seepage testing when requested by the Department.

008.07 Wastewater lagoons shall be operated so that the water
level is not maintained in the area designed for freeboard.”

23. In a Consent Order entered into between the Department and the Respondent
on April 24, 2019, Respondent was ordered to make repairs to its lagoon system. However,
Respondent has failed to comply with the following provisions of this order:

“B. Within sixty (60) days of the signing of this consent order, submit to the
NDEQ an independent professional engineering evaluation or the repair of the north
cell of the two-cell lagoon, the south cell of the two-cell lagoon, and the emergency
lagoon liners along with a timeline for the repair completion.”

“D. Within thirty (30) days of receiving approval of the plan for the north cell of
the two-cell lagoon repairs, respondent shall make a determination if they will repair
the north cell of the two-cell lagoon and/or utilize another method of water treatment
or storage will be utilized.”

24. The February 1, 2021, Site Visit Report (Attachment A) further notes that
Northeast lagoon and West lagoon liners have not been repaired and are still badly
damaged.

25. The Director specifically finds that the purpose of maintaining freeboard is to
protect the lagoons against exceptional storms and associated winds, heavy rain/snowfall,
and damage 1o the integrity of the lagoon from wave action and potential erosion.
Freeboard protects the land and waters of the State from wastewater overflows. Damaged
lagoon liners with whales are also susceptible to further damage from wind and high water
levels in the lagoons. The Northeast and West Lagoons remain unrepaired; using the
lagoons without adequate freeboard could subject the lagoons {o additional damage.

26. The Director finds that unless wastewater levels in the lagoons are lowered in

accordance with ll. Compliance Order section of this Order, every additional wastewater
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discharge from the Facility to the lagoons will increase the lagoon levels, decrease the
freeboard above max available in the lagoons, and take the lagoons further above their
maximum operating depths, presenting an imminent and substantial danger to the structure
and integrity of the lagoons, an imminent and substantial risk of an unpermitted and
uncontrolled release of wastewater, and further damage to public health and the
environment.

27. The Director finds that the Respondent, by operating its Facility lagoons at or
above freeboard above the max level, has and continues to be violating the Nebraska
Environmental Protection Act (Act), Neb. Rev. Stat. § 81-1501 et. seq. (Reissue 2014, Cum.
Supp. 2018); Title 119; Title 123; the Facility’s Wastewater Facility (WWF) Construction
Permits #2018-0060, #05-0158; and NPDES Permit # NE0137634.

28. The Director finds that the Respondent, by its actions cited above and by failing
to operate its Facility under the terms of its permits, NPDES Permit # NE0137634, WWF
Construction Permits #2018-0060, #05-0158, and in compliance with the Act, Title 119, and
Title 123, has operated its Facility in a manner that presents an emergency and imminent
and substantial threat to human health and the environment.

29. The Director further finds that the Respondent, by its actions, is likely to cause
and may already have caused pollution to the air, waters, and land of the state in violation
of state law, rules and regulations, and issued permits.

30. The Director further finds that the Facility must immediately cease discharging
wastewater into its wastewater lagoons to prevent injury and exposure to the public and the
environment.

il. COMPLIANCE ORDER

IT IS HEREBY ORDERED THAT:

31. Respondent must immediately cease discharge of industrial wastewater into its
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wastewater lagoons and take whatever action is necessary to ensure that the Facility and
its equipment are operating in compliance with the Act, Title 119, Title 123, NPDES Permit
# NE0137634, and WWF Construction Permits #2018-0060, #05-0158.

32. Respondent must immediately provide the Department with verification it has
ceased discharge of industrial wastewater into its wastewater lagoons.

33. Respondent must not remove industrial wastewater from its wastewater lagoons
except in accordance with standards and conditions for disposal of industrial wastewater
laced with pesticides. It must be disposed at a location and in a manner approved by the
Department,

34. Within thirty (30) days, Respondent shall submit a plan to the Department
detailing a protocol for disposal of the industrial wastewater in the lagoons.

35. Respondent shall not resume discharge of any industrial wastewater into its
wastewater lagoons until the Respondent provides verification to the Department that the
wastewater lagoons are operating below freeboard above max and an industrial wastewater
disposal protocol is in place.

36. Respondent shall promptly respond to any written communication by the
Department. Any delay in responding to such communication shall be construed as non-
compliance with this Order.

lil. SUBMITTALS
37. Any information or verification required to be submitted to the Department
pursuant to this Order shall refer to FID #84069 and shall be sent {o:
Reuel Anderson
Wastewater, NDPES Compliance Section
Nebraska Department of Environmental Quality
PO Box 98922
245 Fallbrook Bivd.

Lincoln, NE 68509-8922
402-471-2186
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IV. NOTICE OF OPPORTUNITY TO REQUEST A HEARING

38. In accordance with Neb. Rev. Stat. §18-1507(4) this Emergency Complaint and
Order shall become effective immediately. The Respondent is required to comply with the
Emergency Order upon receipt.

39. The Respondent may request a hearing by submitling a written request o the
Director. The request for hearing may be filed by mail to: Jim Macy, Director, State of
Nebraska Department of Environmental Quality, P.O. Box 98922, Lincoln, Nebraska 68509-
8922, or may be delivered to the Department’s Lincoln office located at 245 Fallbrook Blvd.,
Lincoln, Nebraska. Such hearing shall be scheduled as soon as possible but not later than
ten days after the request is made. The Emergency Complaint and Order shall remain in
effect pending any hearing and shall not relieve the Respondent from immediate
compliance.

40. This Emergency Compilaint and Order does not preclude the Department from
pursuing additional enforcement by administrative order for injunctive relief and penalties
based on violations of the Act.

41. The Department further reserves the right to impose additional obligations to
abate or eliminate the emergency or pollution caused by the Respondent.

Dated this_f{_ wé:day of February, 2024

ool

- n !
# plébraska Department of Erw{}}mm&ni and Energy

H
&

|
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CERTIFICATE OF SERVICE
I hereby certify that a copy of the foregoing Emergency Order and Complaint, was
served by certified United States mail, postage prepaid, return receipt requested this Z’_‘
day of February, 2021, upon the Respondent’s Registered Agent listed below at their

mailing address:

Capitol Corporate Services, Inc.
1125 8. 1037 St

Suite 800

Omaha, NE 68124

4

AL TN e (A 42
auren Triplett

Staff Assistant, Legal Division

USPS Label # 9414811898765899420806
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Attachment A

Nebraska Department of Environment and Energy (NDEE)

MEMORANDUM

To: File

From: Hillary Stoll

Date: February 1, 2021

RE:

AltEn, LLC

NDEE ID: 84069
Program ID: WWF, PCS NE0137634

Subject: Site Visit Report (Wastewater Aspects Only)

Summary of Site Visit and Information Acquired During Visit:

Mark Pomajzl, Jason Holsten, and Hillary Stoll (myself) arrived at the AltEn, LLC facility in
Mead, Nebraska at about 9:30 AM on February 1, 2021. Mr. Scott Tingelhoff, plant manager,
was not at the facility, but Mr. Ken Peterson was present. We stated that we were conducting a
site visit and would like to tour the facility and observe the wastewater lagoons. At no time was
access denied. Mr. Peterson provided the tour. The observations included in this memorandum
are only those that are related to wastewater. After the tour, we spoke with Mr. Peterson and Mr.
Dean Egr for the exit summary.

Observations Noted:

1.

AltEn, LLC Site Visit, 2/1/2021

Mr. Dean Egr confirmed that the facility completed an approved wastewater construction
project (NDEE Document ID 20200085932) to help reduce excessive air in the force
main that transports wastewater to the Northwest (also known as “West”) lagoon cell.
This involved constructing a new force main that discharges wastewater into the
Northwest lagoon cell. According to Mr. Egr, this project was completed last week
(Photos 4 and 6).

Mr. Dean Egr confirmed that a sump pump failed so they manually transported sump
waste into the Northwest lagoon cell via a honeywagon (Photo 7).

The water levels in each of the three lagoon cells have exceeded the maximum operating
depths and are operating in the area designed for frecboard. The maximum operating
depths, according to the approved plans and specifications for the construction of the
Northwest lagoon cell, as well as modifications to the Northeast and Southeast lagoon
cells, are included in Table 1. The pipe invert elevations for the overflow pipes between
the lagoon cells are included in Table 2.
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4. From a visual observation of the depth marker, the Northwest cell is operating at a depth
of about 18.5 feet, which is above the maximum operating depth and within the area
designed for freeboard (Photos 8 and 9).

5. From a visual observation of the depth marker, the Northeast cell is operating at a depth
of about 19 to 19.5 feet. It was difficult to determine the operating depth based on the
depth marker due to snow (Photo 15). The invert elevation of the overflow pipe entering
the Northeast lagoon cell from the Northwest lagoon cell is 116.0°, per the approved
plans and specifications (Table 2). The water surface in the Northeast lagoon was above
this invert, suggesting that it was above the maximum operating depth and within the area
designed for freeboard (Photos 10 and 11). The Northeast lagoon is designed to drain into
the Southeast lagoon when it reaches its maximum operating depth. Wastewater was
flowing from the Northeast lagoon to the Southeast lagoon during the site visit (Photos

16-18).

6. From a visual observation of the depth marker, the Southeast cell is operating at a depth
of about 19 to 19.5 feet. It was difficult to determine the depth based on the depth marker
due to snow (Photo 19). The invert elevation of the overflow pipe entering the Southeast
cell from the Northeast cell is 115.3°, per the approved plans and specifications (Table 2).
The elevation of the water in the Southeast cell appeared to be greater than the elevation
of the middle of the overflow pipe (Photos 17 and 18). Per the approved plans and
specifications, the overflow pipe is fifteen inches in diameter. Since the overflow pipe is
fifteen inches in diameter, this suggests that the elevation of the water in the Southeast
cell was at least 115.925° (115.3” + 0.625"), which is greater than the maximum operating
depth and within the area designed for freeboard.

7. The Northeast lagoon cell liner has not been repaired and is still badly damaged (Photos
12-14). The multiple “whales” in the Northwest lagoon cell liner have also not been

repaired.

8. One of the fences enclosing the wastewater lagoons was left open (Photo 5).

Table 1. Information Obtained from Document ID 20180025619 & Document ID
20180034184 (WWF Construction Permit 2018-0060)

Top of Berm Depth at . Maximum .
. . . Design . Maximum
Elevation given Top of Operating .
Lagoon Cell . Freeboard Operating
in Plans & Berm () Depth Elevation
Specifications (ft) ()
Northwest , ,
(Influent Cell) 118.6 20 2.1 17.9 116.5
Northeast R R
(Second Cell) 118.6 22 3.0 19 115.6
Southeast , ,
(Final Cell) 118.6 22 3.0 19 115.6
AltEn, LLC Site Visit, 2/1/2021 2
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Table 2. Overflow Pipe Information Obtained from Document ID 20180025019 &
Document ID 20180034184 (WWF Construction Permit 2018-0060)

Influent Invert Elevation Effluent Invert Elevation
Qprog Fie rom N
:())vselléﬂgz\lfll’ipe from NE Cell 115.8° 115.3°
Concerns:

1.

One of the gates to the wastewater lagoons was opened. This is a violation of Title 123,
Chapter 11-008.03.

The Northeast and Northwest lagoons remain unrepaired and have damaged liners. This
is a violation of Title 123, Chapter 11-008.06.

Operating a wastewater lagoon in the area designed for freeboard is a violation of Title
123, Chapter 11-008.07. The purpose of freeboard is to protect the lagoons against
exceptional storms and associated winds, heavy rain/snowfall, and damage to the
integrity of the lagoon from wave action and potential erosion. Freeboard protects the
property and waters of the State from wastewater overflows. Damaged lagoon liners with
whales are also susceptible to further damage from wind and high water levels in the
lagoons. The Northeast and Northwest lagoons remain unrepaired; using the lagoons
without adequate freeboard could subject the lagoons to additional damage. Moreover,
per a Notice of Violation dated September 13, 2019, the facility is not able to apply the
wastewater to land due to the presence of pesticides. Therefore, the only way that
wastewater can “leave” the lagoons currently is through seepage and evaporation. The
lagoons were designed for zero seepage and evaporation is minimal during the winter
months. According to a site visit on September 11, 2020, the facility estimated that the
average wastewater flow to the lagoons is 100,000 gallons per day. Therefore, if the
facility continues to discharge wastewater to the lagoons without any acceptable method
approved by the Department to dispose of the wastewater, the water level in the lagoons
will continue to rise and be susceptible to overflowing the dikes as precipitation increases
in the spring.

Attachments
1. Photos
2. Map

AltEn, LLC Site Visit, 2/1/2021
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Photos
Note: Not all photos taken at the site are included in this memorandum.

Photo 1

Date Taken; February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IS number/Project Identifier: IS #84069, PCS NE0O137634
Direction Facing: Southwest

Description: Overview of Northwest lagoon cell {(influent cell)

AltFn, LLC Site Visit, 2/1/2021 4
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Photo 2

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 1S number/Project Identifier: 1IS #84069, PCS NE0137634
Direction Facing: Northwest

Description: Overview of Northeast lagoon cell {second cell)

AltEn, LLC Site Visit, 2/1/2021
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Photo 3

Date Taken: February 1, 2021

Photographer: Hillary Stol

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 118 number/Project Identifier: 118 #84069, PCS NE0137634
Direction Facing: Southwest

Description: Qverview of Southeast lagoon cell (final cell)

AltEn, LLC Site Visit, 2/1/2021
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Photo 4

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IIS number/Project Identifier; ITS #84069, PCS NEG137634
Direction Facing: W/A

Description: Newly constrocted influent pipe into the Northwest lagoon cell

AltEn, LLC Site Visit, 2/172021 7
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Photo 5

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 118 number/Project Identifier: IIS #84069, PCS NE0137634
Direction Facing: Southwest

Description: Open gate south of the Northwest lagoon cell

AltEn, LLC Site Visit, 2/1/2021
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Phote 6

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility I18 number/Project Identifier: IS #84069, PCS NE0137634
Diirection Facing: Southeast

Description: Influent pipe into the Northwest lagoon cell

AliEn, LLC Site Visit, 2/1/202% 9
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Photo 7

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IIS number/Project Identificr: IS #84069, PCS NE(137634

Direction Facing: WA

Description: Tracks from a honeywagon used to transport wastewater from the sump info the Northwest lagoon cell

AlER, LLC Site Visit, 2/1/2021 10
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Photo &
Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IS number/Project Identifier; 1S #84068, PCS NE0137634
Direction Facing: W/A

Desoription: Depth marker for Northwest lagoon cell

AltEn, LLC Site Visit, 2/1/2021 11
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Photo @

Date Taken: Febrary 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltbEn, LLC, Mead, NE

Facility IIS number/Project Identifier: IIS #84069, PCS NE0137634
Direction Facing: Northwest

Description: Depth marker for Northwest lagoon cell

AleEn, LLC Site Visit, 2/1/2021 12
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Photo 10
Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AlEn, LLC, Mead, NE

Facility IS number/Project Identifier: IS #84069, PCS NEO 137634

Direction Facing: South

Drescription: Overflow pipe from Northwest lagoon cell (right) to Northeast lagoon cell (left)

AlEn, LLC Site Visit, 2/1/2021 i
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Photo 11

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IS number/Project Identifier: IS #84068, PCS NEG137634

Direction Facing: Southwest

Description: Overflow pipe between the Northwaest lagoon cell (rght) and the Northeast lagoon cell (left)

alfn, LLC Site Visit, 2/1/2021 14
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Photo 12
Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IS number/Project Identifier; 1S #84069, PCS NE0Q137634
Direction Facing: N/A

Description: Liner tear in Northeast lagoon cell

Altln, LLC Site Visit, 2/1/2021
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Photo 13

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility IIS number/Project Identifier: IIS #84069, PCS NE0137634
Drrection Facing: Northwest

Diescription: Liner “whale” in Northeast lagoon cell

AltEn, LLC Site Visit, 2/1/2021

16
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Photo 14

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AlEn, LLC, Mead, NE

Facility 115 number/Project Identificr: IS #84069, PCE NEO137634
Direction Facing: Northwest

Descoription: Liner “whales” in Northeast lagoon cell

AltBn, LLC Site Visit, 2/172021

17
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Photo 15

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name; AltEn, LLC, Mead, NE

Facility IS number/Project Identifier; IS #84068, PCS NE0137634

Direction Facing: Southwest

Description: Depth marker for Northeast lagoon cell. The top line is 22 feet. The 17 for 21 feet is just visible above the snow.

AltEn, LLC Bite Visit, 2/1/2021 i8
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Photo 16
Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AliEn, LLC, Mead, NE

Facility I1S number/Project Identifier: IS #84069, PCS NEO137634

Direction Facing: Southeast

Description: Overflow pipe from Northeast lagoon cell (left) into Scutheast lagoon cell {right)

AUER, LLC Site Visit, 2/1/2021 19
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Photo 17

Date Taken: February 1, 2021

Photographer: Hillary Stoli

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 1S number/Project Identifier; 1IS #84069, PCS NE0O137634

Direction Facing: East

Description: Overflow pipe from Northeast lagoon cell (left) to Southeast lagoon cell {right)

AltEn, LLC Site Visit, 2172021 20
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Photo 18

Date Taken: February 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 118 number/Project Identifier: IS #84069, PCS NEG137634

Direction Facing: East

Description: Gverflow pipe from Northeast lagoon cell (left) entering the Southeast lagoon cell {right)

AltEn, LLC Site Visit, 2/1/2021 21
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Photo 19

Date Taken: Febmary 1, 2021

Photographer: Hillary Stoll

Facility Name/Project Name: AltEn, LLC, Mead, NE

Facility 1IS pumber/Project Identifier: IIS #84069, PCS NE0O137634

Direction Facing: N/A

Description: Depth marker on Southeast lagoon cell. The top line 15 23 feet (right above the snow).

AltEn, LLC Site Visit, 2/1/2021 22
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Map

Northwest (aka “West™) Lagoon
Top of Berm: 20 feet, 118.6°

Maximum Operating Depth: 17.9 feet, 1165

Thverilow Pipe
Invert in MW Celly 1168
Imvert in ME ol {ie8

e

Northeast (aka “North”) Lagoon
Top of Berm: 22 feet, 118.6°

Overilow P
fvert in NE Cell: 1158
fnvert in SE Cell: 113.Y

Southeast (aka “South} Lagoon
Top of Berm: 22 feet, 118.&
Maximum Opersting Depth: 19 feet, 115.6°

*All information included in this map is based on design information from Document ID 20180025019 & Document ID 20180034184,

AlEn, LLC Site Visit, 2/1/2021
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April 26, 2019 Attachment B

Mr. Dan Bigbee
EA Engineering, Science, and Technology

221 Sun Valley Blvd

Suite D
Lincoln, NE 685628

RE: Project: Alten LLC Digestor Sampling
Pace Project No.: 80288511

Dear Mr. Bigbee:
Enclosed are the analytical resulis for sample(s) received by the laboratory onApdl 10, 2018, The

results relate only 10 the samples included in this report. Results reported herein conform to the most
current, applicable TNUNELAC standards and the laboratory's Quality Assurance Manual, where

applicable, unless otherwise noted in the body of the report.

Some analyses have been subcontracted oulside of the Pace Network, The subcontracted
iaboratory report has been altached.

If you have any questions concerming this repor, please feel free (o contact me.

Sincerely,
Trudy Gipson
frudy.gipson@pacelabs.com

1{913)563-1405
Project Manager

Enclosures

ecl Mr Kent Dbon, EA Enginsering, Science, and Technniogy

TH P SR IR e X 0ok w0 ww w

O O O 0 0 A

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in fult,

without the witten consent of Pace Anaiytical Services, LLC. Page 1 of 34
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PaceAnalytical”

www.pacslebs.com

Project: Alten LLC Digestor Sampling
Pace Project No.. 60289511

CERTIFICATIONS

Pace Analytical Services, LLC
9608 Loiret Bivd.

Lenaxa, K5 66218
{813)599-5685

Dallas Certification I1Ds:
400 West Bethany Dr Suite 180, Allen, TX 75013
Florida Certification #: EB71118
Texas T104704232-18-26
EPA# TX00074
Texas Certification # T104704232-18-26

Kansas Certification #: £-10388
Arkansas Certification #. 88-0647
Ckiahoma Certification #: 8727
Louisiana Certification #: 30686

towa Certification #: 408

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.

Page 2 of 34

ED_005558_00000326-00036



Pace Analytical Services, LLC

. & 9608 Loiret Bivd.
803 AnaMIcal Lenexa, KS 66219
www.pacelabs.com (913)598-5665
SAMPLE SUMMARY
Project: Alten LLC Digestor Sampling
Pace Project No.. 60299511
tab iD Sample ID Matrix Date Collected Date Received
£§0299511001 WEST LAGOON Water 04/08/19 1235 04/10/19 09:45
60299511002 OVERFLOW LAGOON Water 04/08/18 13:30 04/10/18 09:45
60299511003 WET CAKE Solid 04/08/19 11:00 04/10/18 09:45
60298511004 SEED CORN Solid 04/08/18 13:30 04/10/19 08:45
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 3 0of 34
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Pace Analytical Services, LLC

. .3 8608 Loiret Bivd,
PaceAnalytical Lenexa, KS 66219
www.pacelabs.com {913)508-5665
SAMPLE ANALYTE COUNT
Project: Alten LLC Digestor Sampling
Pace Project No: 60289511
Analytes
Lab D Sampile 1D Method Analysts Reported Laboratory
80299511001 WEST LAGOON EPA 8081 JL g PASI-D
EPA 8151 DAT 3 PASI-D
80299511002 OVERFLOW LAGOON EPA 8081 JL ] PASI-D
EPA 8151 DAT 3 PASI-D
60289511003 WET CAKE EPA 8081 JL 2] PASI-D
EPA 8151 DAT 3 PASI-D
60299511004 SEED CORN EPA 8081 JL 9 PASI-D
EPA 8151 DAT 3 PASI-D
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 4 of 34
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Pace Analytical Services, LLC
9608 Loiret Bivd.

/" _PaceAnalytical” Lo 5 8205

www pacelabs.com {813)598-6665

PROJECT NARRATIVE

Project: Alten LL.C Digestor Sampling
Pace Project No.. 60299511

Method: EPA 8081

Description: 8081 GCS Pesticides, TCLP

Cliont: EA Engineering, Science, and Technology
Date: April 29, 2018

Generatl information:
4 samples were analyzed for EPA 8081. All samples were received in acceptable condition with any exceptions noted below or on the
chiain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Sample Preparation:
The samples were prepared in accordance with EPA 3510 with any exceptions noted below.

initial Calibrations {including MS Tune as applicable}:
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method reguirements with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

QC Batch: 116453
S1: Surrogate recovery outside laboratory controf limits (confirmed by re-analysis).

* WEST LAGOON (Lab 1D: 60299511001)
* Tetrachioro-m-xylene (S}

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions nofed below.

Additional Comments:
Analyte Comments:
QC Batch: 116453
D3: Sample was dituted due lo the presence of high levels of non-target analytes or other matrix interference.

« WEST LAGOON (Lab 1D: 60299511001}
» Decachlorobiphenyl (S)

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 5 of 34
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Pace Analytical Services, LLC

. 4% 9608 Loiret Bivd.
HCEAHHM[CH/ Lenexa, KS 66219
www.pacelabs.com {813)589-5665
PROJECT NARRATIVE
Project: Alten LLC Digestor Sampling

Pace Project No.: 60299511

Method: EPA 8151

Description: 8151 Chiorinate Herbicide TCLP

Client: EA Engineering, Science, and Technology
Date: April 28, 2019

General information:
4 samples were analyzed for EPA 8151. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) atlached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below,

Sample Preparation:
The samples were prepared in accordance with EPA 8151 with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
Al criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All taboratory control spike compounds were within QC fimits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

QC Batch: 116456
A matrix spike andfor matrix spike duplicate (MS/MSD) were performed on the following sample(s): 60299511002

R1: RPD value was outside control Himits.
= MSD (Lab ID. 524840)
» 2,4,5-TP (Silvex)

Additional Comments:

This data package has been reviewed for quality and completeness and is approved for release.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 6 of 34
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Pace Analytical Services, LLC

ED_005558_00000326-00041

U A 9608 Loiret Bivd.
- aceAna/yﬂcal Lenexa, KS 86218
www pacelabs.com (813)599-5665
ANALYTICAL RESULTS
Project: Alten LLC Digestor Sampling
Pace Project No.: 60299511
Sample: WEST LAGOON f.ab iD: 60299511001 Collected: 04/08/18 12:358 Received: 04/10/18 08:45 Matrix: Water
Report Reg.
Parameters Resulis Units Limit MDL Limit DF Prepared Analyzed CAS No. Qual
8081 GCS Pesticides, TCLP Analytical Method: EPA 8081 Preparation Method: EPA 3510
Leachate Method/Date: EPA 1311; 04/22/18 09:37
gamma-BHC (Lindane) ND  mgiL 0.0026  0.00025 4 5 04/23/1910:30 04/23/18 17:03 58-89-9
Chiordane (Technicat) ND  mgll 0.010 0.0020 03 5 04/23/1910:30 04/23/19 17:03 57-74-9
Endrin ND  mglL 0.0010  0.00020 02 5 04/23(1910:30 04/23/19 17:03 72-20-8
Heptachlor ND  mg/l 0.00050 0.00030 008 5 042319 10:30 04/23/19 17:03 76-44-8
Heptachior epoxide ND  mght 0.00050  0.00020 008 5 04723119 10:30 04/23/1917.03 1024-57-3
Methoxychior ND  mgit 0.0050  0.00025 10 5 04/23M1910:30 04/23/19 17:.03 72-43-5
Toxaphene ND  mgit 0.015 0.010 5 5 04/23/19 10:30 04/23/1917.03 8001-35-2
Surrogates
Becachlorobiphenyt (S} 42 %. 12-162 5  04/23/1910:30 04/23/19 17:03 2051-24-3 D3
Tetrachloro-m-xylene (S) 49 %. 54-127 S  04/2311810:30 04/23/1917:03 877-09-8 a1
8151 Chlorinate Herbicide TCLP Analytical Method: EPA 8151 Preparation Method: EPA 81514
Leachate Method/Date: EPA 1311; 04/22/18 09:37
24-D ND  mgil 0.010 0.0031 10 1 04/23/19 10:30 04/24/19 04:31 94-75-7
2,4,5-TP (Silvex) ND  mgit 0.010 0.0023 1 1 04/23/119 10:30  04/24/18 04:31 93-72-1
Surrogates
2,4-DCAA (S} 32 %. 10-171 1 04/23/19 10:30  04/24/19 0431 19719-28-8
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
Date: 04/29/2019 04:51 PM without the written consent of Pace Analytical Services, LLC. Page 7 of 34



PaceAnalytical”

www.pacelabs.com

Pace Analytical Services, LLC
9608 Loiret Blvd.

Len

exa, KS 66218
{913)599-5665

ANALYTICAL RESULTS
Project: Alten LLC Digestor Sampling
Pace Project No.. 60299511
Sample: OVERFLOW LAGQON Lab iD: 60298511002 Collected: 04/08/18 13:30 Received: 04/10/18 09:45 Matrix: Water
Report Reg.
Parameters Results Units Lirnit MDL Lirnit DF Prepared Analyzed CAS No. Qual
8081 GCS Pesticides, TCLP Analytical Method: EPA 8081 Preparation Method: EPA 3510
t.eachate Method/Date: EPA 1311; 04/22/18 11:16
gamma-BHC (Lindane) ND  mg/L 0.00050 0.000050 4 1 04/23/19 10:30 04/23/19 15:34 58-89-8
Chlordane (Technical) ND  mgl 0.0020  0.00041 03 1 04/23/19 10:30 04/23/19 15:34 57-74-9
Endrin ND  mgil 0.00020 0.000040 02 1 04/23/19 10:30 04/23/19 15:34 72-20-8
Heptachlor ND  mgil 0.00010  0.000060 008 1 04/23/19 10:30 04/23/19 15:34 76-44-8
Heptachlor epoxide ND  mg/L 0.00010  0.000040 o081 04/23/19 10:30 04/23/19 15:34 1024-57-3
Methoxychior ND  mgil 0.0010 0.000050 10 i 04/23/19 10:30 04/23/18 15:34 72-43-5
Toxaphene ND  mgll 0.0030 0.0021 5 1 04/23/19 10:30 04/23/18 15:34 8001-35-2
Surrogates
Decachlorcbiphenyl (8) 67 %. 12-1682 1 04/23/19 10:30 04/23/18 15:34 2051-24-3
Tetrachloro-m-xylene (S) 72 %. 54-127 1 04/23/19 10:30  04/23/19 15:34 877-08-8
8151 Chiorinate Herbicide TCLP Analytical Method: EPA 81561 Preparation Method: EPA 8151
Leachate Method/Date: EPA 1311, 04/22/19 11:16
2,4-D ND  mgil 0.010 0.0031 0 1 04/23/19 10:30 04/24/18 04:09 94-75.7
2.4,5-TP (Silvex) ND  mgil 0.010 0.0023 1 1 04/23/18 10:30  04/24/18 04:08 93-72-1 R1
Surrogates
2,4-DCAA(S) 83 %. 10-171 1 04/23/18 10:30  04/24/19 04:09 19718-28-8
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
Date: 04/29/2019 04:51 PM without the written consent of Pace Analytical Services, LLC. Page 8 of 34

ED_005558_00000326-00042



PaceAnalytical”

www.pacelabs.com

Project:
Pace Project No.: 60299511

ANALYTICAL RESULTS

Alten LLC Digestor Sampling

Pace Analytical Services, LIL.C

9608 Loirst Blvd.
Lenexa, K8 66219
{813)598-5665

Sample: WET CAKE

Lab ID: 60299511003

Results reporied on a "wet-weight” basis

Paramegters

Resulls Units Limit MDL Limit DF

Report Reg.
Prepared

Analyzed

Collected: 04/08/19 11:00 Received: 04/10/18 09:45 Matrix; Solid

CAS No. Qual

8081 GCS Pesticides, TCLP

gamma-BHC (Lindane)
Chilordane (Technical)
Endrin

Heptachior

Heptachlor epoxide
Methoxychlor
Toxaphene

Surrogates
Decachiorobiphenyl (8)
Tetrachloro-m-xylene {S)

8151 Chiorinate Herbicide TCLP

24-D

2.4,5-TP (Silvex)
Surrogates
2.4-DCAA(S)

Date: 04/20/2019 04:51 PM

Analytical Method: EPA 8081 Preparation Method: EPA 3510
Leachate Method/Date: EPA 1311; 04/22/19 11:18

ND  mgiL 0.00050 0.000050 4 1 04/23/18 10:30
ND  mgi 0.0020  0.00041 03+ 04/23/19 10:30
ND  mgil 0.00020 0.000040 02 1 04/23/19 10:30
ND  mgil 0.00010  0.000080 008 1 04/23/192 10:30
ND  mgi 0.00010  0.000040 008 1 04/23/19 10:30
ND  mg/il 0.0010 0.000050 10 1 04/23/19 10:30
ND  mglL 0.0030 0.0021 S5 04/23/18 10:30
50 %. 12-162 1 04/23/1810:30
78 %. 54-127 1 04/23/1910:30

Analytical Method: EPAB151 Preparation Method: EPA 8151
Leachate Method/Date: EPA 1311, 04/22/19 11:16

ND  mgil 0.010 0.0031 10 1 04/23/1910:30
ND  mgit 0.010 0.0023 11 04/2311910:30
62 %. 10-171 1 04/23/1910:30

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Servicas, LLC.

04/23/19 15:48
04/23/18 15:48
04/23/19 15:48
04/23/19 15:48
04/23/19 15:48
04/23/19 15:48
04/23/19 15:48

04/23/19 15:48
04/23/19 15:48

04/24/19 04.52
04/24/19 04:52

04/24/19 04:52

ED_005558_00000326-00043

58-89-9
57-74-9
72-20-8
76-44-8
1024-57-3
72-43-5
8001-35-2

2061-24-3
877-08-8

94-75-7
93-72-1

19719-28-9

Page Sof 34



Pace Analytical Services, LLC

g S ¢ 9608 Loiret Bivd.

7 PaceAnalytical Lenexa, KS 66219
www pacelabs.com (913)599-5665
ANALYTICAL RESULTS

Project: Alten LLC Digestor Sampling

Pace Project No.. 60298511

Sample: SEED CORN LabiD: 60299511004 Collected: 04/08/19 13:30 Received: 04/10/19 09:45 Mafrix: Solid

Results reported on a "wet-weight” basis

Report Reg.
Parameters Resuits Units Limnit MDL Limit DF Prepared Analyzed CAS No. Qual
8081 GCS Pesticides, TCLP Analytical Method: EPA 8081 Preparation Method: EPA 3510
Leachate Method/Date: EPA 1311, 04/22/18 11:16

gamma-BHC (Lindane) ND  mgt 0.00050 0.000050 4 1 04/23/1910:30 04/23/19 16:02 58-89-9

Chiordane (Technical) ND  mgit 0.0020 0.00041 03 1 04/23/1910:30 04/23/18 16:.02 57-74-9

Endrin ND mgit 0.00020 0.000040 02 1 04/23/1910:30 04/23/1916:02 72-20-8

Heptachlor ND  mgit 0.00010  0.000060 008 1 04/23/19 10:30 04/23/1916:02 76-44-8

Heptachlor epoxide ND  mgit 0.00010 0.000040 008 1 04/23/19 10:30 04/23/1816:.02 1024-57-3

Methoxychlor ND  mgiL 0.0010 0.000050 10 1 04/23/19 10:30 04/23/19 16:02 7243-5

Toxaphene ND  mg/it 0.0030 0.0021 51 04/23/19 10:30  04/23/19 16:02 8001-35-2

Surrogates

Decachlorobipheny! (S) 57 %. 12-162 1 04/23/19 10:30 04/23/19 16:02 2051-24-3

Tetrachioro-m-xylene (8) 60 %. 54-127 1 04/23/19 10:30 04/23/19 16:02 877-09-8

8151 Chlorinate Herbicide TCLP Analytical Method: EPA 8151 Preparation Method: EPA 8151

Leachate Method/Date: EPA 1311, 04/22/18 11:16

2,4-D ND  mgi 0.010 0.0031 10 1 04/23/1910:30 04/24/19 05:13 94-75-7

2,4,5-TP (Silvex) ND  mgiL 0.010 0.0023 1 1 04/23/1910:30 04/24/19 05:13 83-72-1

Surrogates

2,4-DCAA(S) 53 %. 10-171 1 04/23/19 10:30 04/24/1905:13 19718-28-9

REPORT OF LABORATORY ANALYSIS
This report shalf not be reproduced, except in full,
Date: 04/29/2019 04:51 PM without the written consent of Pace Analytical Services, LLC. Page 10 of 34
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Pace Analytical Services, LLC

e " 9608 Loiret Bivd.
P HCGANHMICH/ Lenexa, KS 66219
wiw pacelabs.com (913)599-5665
QUALITY CONTROL DATA
Project: Alten LLC Digestor Sampling
Pace Project No.: 60298511
QC Bateh: 118453 Analysis Method: EPA 8081
QC Batch Method:  EPA 3510 Analysis Description: 8081 GCS TCLP Pesticides
Associated Lab Samples: 60299511001, 60299511002, 60299511003, 60299511004
METHOD BLANK: 524630 Matrix; Water
Associated Lab Samples: 80299511001, 602998511002, 60298511003, 60298511004
Blank Reporting
Parameter Units Result Limit MDL Analyzed Qualifiers
Chiordane (Technical) mg/t. ND 0.0020 0.00041 04/23/19 14:36
Endrin mg/t ND 0.00020 0.000040 04/23/19 14:36
gamma-BHC (Lindane) mg/L. ND 0.00050 0.000050 04/23/19 14.36
Heptachior mo/l ND 0.00010 0.000060 04/23/19 14:36
Heplachior epoxide mgit. ND 0.00010 0.000040 04/23/19 14:36
Methoxychior mgil. ND 0.0010 0.000050 04/23/19 14:36
Toxaphene mgik. ND 0.0030 0.0021 04/23/19 14:36
Decachiorobipheny! (S) %. 68 12-162 04/23/19 14:36
Tetrachioro-m-xylene (8} %. 80 54-127 04/23/19 14:36
LABORATORY CONTROL SAMPLE: 524631
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Endrin mgfl. 0.005 0.0039 77 56-152
gamma-BHC (Lindane) mg/L 0.005 0.0044 88 70-138
Heptachior mg/l. 0.005 0.0042 84 £9-139
Heptachior epoxide mg/L 0.005 0.0040 79 65-138
Methoxychior mgiL 0.005 0.0040 80 39-160
Decachlorobiphenyl (S) %. 64 12-162
Tetrachioro-m-xylene (S) %. 73 54-127
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 524633 524834
MS MSD
60298511002 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD  Qual
Endrin mgil ND 0.005 0.005 00044  0.0041 88 83 39-173 6 40
gamma-BHC (Lindane) mg/L. ND 0.005 0.005 0.0056 00053 111 106 69-139 5 40
Heplachior mgfl. ND 0.005 0.005 0.0048  0.0042 92 84 48-141 g 40
Heptachlor epoxide mg/l. ND 0.005 0.005 00059 0.0056 119 112 28-164 8 40
Methoxychlor mgil. ND 0.005 0.005 0.0043  0.0041 86 82 20-178 5 40
Decachiorobipheny! (S) %. [$3¢] 61  12-162
Tetrachloro-m-xylene (S} %. 69 64 54-127
Resuits presented on this page are in the units indicated by the "Units” column except where an alternate unit is presented to the right of the resuit.
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
Date: 04/28/20189 04:51 PM without the written consent of Pace Analytical Services, LLC. Page 11 of 34
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Pace Analytical Services, LLC

S A 9608 Loiret Bivd.
PaceAnalytical Lanexa, KS 86218
wyww pacelabs.com {913)598-5665
QUALITY CONTROL DATA
Project: Alten LLC Digestor Sampling
Pace Project No.. 60298511
QC Bateh: 116456 Arnalysis Method: EPA 8151
QC Batch Method: EPA 8151 Analysis Description: 8151 GCS TCLP Herbicides
Associated Lab Samples: 60288511001, 60298511002, 60299511003, 802998511004
METHOD BLANK: 524637 Matrix: Water
Associated Lab Samples: 80298511001, 60298511002, 60209511003, 60299511004
Blank Reporting
Parameter Units Result Limit MDL Analyzed Qualifiers
2,4,5-TP (Silvex) mg/L ND 0.010 0.0023 04/24/19 02:44
2.4-D mg/t. ND 0.010 0.0031 04/24/19 02:44
2,4-DCAA(S) %. 61 10-171 04/24/18 02:44
LABORATORY CONTROL SAMPLE: 524638
Spike LCS LCS % Rec
Parameter Units Cone. Result % Rec Limits Qualifiers
2.4,5-TP (Silvex) mg/l 0.03 0.018 61 28-145
24-D mg/t 0.03 0.018 59 28-145
2,4-DCAA(B) %. 52 10-171
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 524839 524640
MS MSD
60283511002 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Cone. Resuit Result % Rec % Rec Limits RPD RPD Qual
2,4 5-TP (Silvex) mg/t. ND 0.03 0.03 0.014 0.019 48 62 20-128 25 20Rt1
2.4-D mg/t. ND 0.03 0.03 0.018 0.023 59 73 12162 20 20
2.4-DCAA(S) %. 48 61  10-171

Resuits presented on this page are in the units indicated by the “Units” column except where an alternate unit is presented to the right of the resuit.

Date: 04/29/2019 04:51 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in fulf,
without the written consent of Pace Analytical Services, LLC.

Page 12 of 34
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Pace Analytical Services, LLC

. ® 8608 Loiret Bivd.
aceAnalytical Lonexa, KS 65210
www pacelas.com {813)599-5685
QUALIFIERS
Project: Alten LLC Digestor Sampling
Pace Project No.: 60298511
DEFINITIONS
DF - Dilution Factor, if reported, represents the factor applied o the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above adjusied reporting limit.
TNTC - Too Numerous To Count
4 - Estimated concentration above the adjusted method detection limil and below the adjusted reporling fimit.
MDL - Adjusted Method Detection Limit.
PQL - Practical Quantitation Limit.
RL - Reporting Limit - The lowest conceniration value that meets project requirements for quantilative dafa with known precision and
bias for a specific analyte in a specific matrix.
S - Surrogate
1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The resuit for each analyle is
a combined concentration.
Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)
MS(D) - Matrix Spike (Duplicate)
DUP - Sample Duplicate
RPD - Relative Percent Difference
NC - Not Calculable.
86 - Silica Gel - Clean-Up
U - Indicates the compound was analyzed for, but not detected.
N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.
Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.
LABORATORIES
PASID Pace Analytical Services - Dallas
ANALYTE QUALIFIERS
D3 Sample was diluted due {o the presence of high levels of non-farget analytes or other matrix interference.
R1 RPD value was outside control limits.
St Surrogate recovery outside laboratory control limits (confirmed by re-analysis).
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
Date: 04/29/2018 04:51 PM without the written consent of Pace Analytical Services, LLC Page 13 0f 34
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Pace Analytical Services, LLC

. q® $608 Loiret Bivd.
s
7/ {PaceAnalytical Lenexa, KS 66219
www.pacelabs.com (9813)598-5665
QUALITY CONTROL DATA CROSS REFERENCE TABLE
Project: Alten LLC Digestor Sampling
Pace Project No.: 60298511
Analytical
LabiD Sample ID QC Batch Method QC Batch Analytical Method Batch
50239511001 WEST LAGOON EPA 3510 116453 EPA 8081 116504
60299511002 OVERFLOW LAGOON EPA 3510 116453 EPA 8081 116504
60299511003 WET CAKE EPA 3510 116453 EPA 8081 116504
60299511004 SEED CORN EPA 3510 116453 EPA 8081 116504
60299511001 WEST LAGOON EPA 8151 116456 EPA 8151 116528
60298511002 OVERFLOW LAGOON EPA 8151 116456 EPA 8151 116528
80299511003 WET CAKE EPA 8151 116456 EPA 8151 116528
60299511004 SEED CORN EPA 8151 116456 EPA 8151 116528
REPORT OF LABORATORY ANALYSIS
This repon shall not be reproduced, except in full,
Date: 04/29/2019 04:51 PM without the written consent of Pace Analytical Senvices, LLC. Page 14 of 34

ED_005558_00000326-00048



Chiant Mame:
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T-29%
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Thermometer Used!

2
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Type of ice:@:} Blug Mors
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Poce i Xesds O Chent 13 Other 3
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*"gwaﬁfﬁca!

CHAIN-OF-CUSTODY / Analytical Request Document

The Chain-ol-Custody is a LEGAL DOCUMENT Al relevant fislds must be completed accurately.

Section A Section B Section C Page: of ;
Roguired Chant Isformahen: Required Projact information: invaice information: )
Cormnpany: EA Eng Science and Technology TRerort 1o, Dan Bigbee Attention. Accounts Payable, Dan Bigbee '
Address: 221 Sun Valley Bivd Suite D Copy To:  Kent Dixon Company Name:  EA Eng Science and Technology  IREGULATORY AGENCY
Lincoln, NE 68528 Addrass: 7 NPDES [~ CGROUNDWATER [~ DRINKING WATER
Emait To: dbighee@esest.com Purchase Order No. [ SO # ii:::n‘gf 58462 (JR) " UST ™ RCRA ™~ OTHER
Phons” 402-817-7612 rax Projact Name.  AREnN LLC Paus Projscl Trudy Gipson 913-563-1405 Sits Location
= N
\Requasted Dus Date/TAT: Projact Number AftEn LLC Digestor Sampling Pace Profile . 12849 Lines 18& 2 STATE: E
Requested Analysis Filtered (YIN)
[Ssctlnn o Valig Matrix Codes iy =
required Client Information MATRIX CORE a g COLLECTED Preservalives =
BRINKNG WATER DWW 210 Z
WATER W RS ) Q
T wATER e 8 COMPOSTE COMPOSITE 5 z
FROPUCY ® R START ENDIGRAR bl Z
SUISOLIT 55 o i & 3 ke
o, o ER Sle b P
SAMPLEID o~ e & °|g 5 F
{A-Z, 08/ OTHER o uc“ w [N é e = '?5 ‘.‘Q E:Q
Sample IDs MUST BE UNIQUE  TS50E TS 81t gl S -8 o8 O
= =y ; 8 %l o T =1 g % Y §
m M
: Ele LR EE sloqgs!!
4 b=
= 2| & | pate | ot DATE e |3 = |SITIT|E|Z2IZ]|S |0 ea 8 E w Pace Project NoJ Lab 1.D.
1 Pace Analyitcal
2 AT 1“/6’ R A 141 X4 X A 61 % Liguid &0[
pl -’ A
3 M‘v 3 gerklew A, 900 ™ W1 V/ﬁ 13 3o 111 X | % < Liquid AL
ot -
4 /T Com ke SL ‘1’/3 1] oo 1 x| x Al A5 Cake 25T
. 4
& See Carn, St V/@ i33¢ 111 LS R 1& Com 20U
[
7
8
]
10
11
12
ADDITIONAL COMMENTS RE&.)ILNCIUIS@Y 1 AFFILIATION DATE TiME ACCEPTED BY / AFFILIATION DATE TIME SAMPLE CONDITIONS
fomm o v
*8ub Prce Dalias ; ” .
Y olifingl] | 7kh5 | 9B BT o Fa7 s
— i il e . : o~ P ] i F
Ly L L ae g 820 | TN S e Yfmlogs 120 |y |y |
4 " 7
5 SAMPLER NAME AND SIGNATURE o g 3 8
8 PRINT Name of SAMPLER: | L aie | - £ 3% | 39 Eo
- : s & Lgﬂ‘.‘s“ff( E. gw gg; 25
[=2] o 5o B Q-
A L i DATE Signos e ey S g2 S ® £
9{3 SIGNATURE of SAMPLER: 77~ C oy y G - & E 3
N

“wmpantant Nots: By signing this form you are accepting Psca's NET 30 day psyment terms ang agreeing o Inle charges of 1 5% par monih Tor 3ny invoites nol paw within 30 days

F-ALL-Q-020rev.08, 12-0Oct-2007
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CHAMOFCGUSTODY / Analvtical Request Document

R ;Zfé TN Ans ,ff}f'f,’ﬁ{i ’ T Chaireal-Custody I 3 LESAL DQOUMENT. Al selovart flelds must be complsled actumlaly.

Ea--

Sertiony & Section B Section € —— « 2
Reguired Thant ixfuregiing Remuised Projact nfmmames Irnenice Srformmtian. g8 i f
Company.  EA Eng Scierce and Technology Reopent ¥0° Dan Bighes adenton:  Accpunts Payabie, Dan Bighee
Address. 221 Sun valley Bivg Sulte O Gopy T Kent Dogn Compary Nane B4 Eng Stience and Techeology  IREOULATORY AGENCY
Lingin, ME BRBER A HPDES 7 GROUND WATER [ DRINMKIDG WARTER
fin To. | dngnonaesent som Fuchase Drdec Mo L RO B e S BB4B2 LR AT I RGRA
SAIRTRNGE
Prons: ARBVETRLZ if Fropot bame ARED LLO ;\'«3‘3 Foed Trody Gipson 313-563-1408 Site Lacation!
AR SGOE
Reguested Dus UsterT AT Pogiect Bumber &liEn (L0 Tigastor Sampling Pacs Pahle #2849 Linas 1R 2 STETE: NE
Ragussted Analyaly Flitered (Y]
Esnzaikcn i § KRR S b ’;’
Enaquivad CHiant information C 3 SOLLELTEDR Prospovatives B
“ CEMPONTE 5 bl .
H ey b & £
=% 2 %43 o 0 T
& 3 v 8 {0 £ H
SAMPLE 1D olg 3% gl wr =
A P ke 4 Z fied i, 3
. - o i diw £¥1 2 4% £
Sariph W5 MUBT BE UNERIE Gix sie it 22 3
;" i : & 3’, k- g;‘ f-é %
b 5 FLO B ol xinigl i%is #
# b Fla SR ~IDI%5I0IE18 &
# 4 . SO ITTAIZIRIBI ARSI 3 k] . .
= = BaYE oTedg PATE tig 300w IDIDITIEIRIZ IR O 4 Pace Project Nof Lah LD,
1 Midwsst Laboraiories
3 e datn  Lossom ey ‘?‘fﬁfl& 1103 nE % Liguig JalaY!
3 O &l o L&%ug,, Y ”}‘,/%}{41,'13 L R4 K % Liquid  S0R
4 ok ot Lo b e G i amitbigo 111 p SRARES
§
g
7
8
3
18
11
12
ADBITIONAL COMMENTS ﬂEU&Qui&’S&S&} /Y { AFTILIATION {RTE T Wmnm&n 8y mgmumw PRYE THAE BAMPLE CONOITIONS
TEl MHEa0n? LIBOrSIvIes £ N % p 24 o P > e
| Ut pnds e ] AR062 (M6l | 490 %ﬁ‘fﬂ)ﬁ« el e
W’./M;‘:‘fy e '\‘ N i{/ﬁrm"_ -
R T AL T T 1630
. BREPLER NOIE AN SIGNATURE ® R ;g
. E4 ol
2 PRINT Hame P BAMPLER. [V “g ] L Ve 47 P H %gg
@ ] L RNTE Rigney P 4 % SET
SGMATURE of BAMPLERS E S = 3
@ w3 T e I e G S B L 5
~i I
[~
§ “amgsactans FBC. Ry SHng SIS DT p S0 SETCARNG P MET B ey payrionl Merns e Sjseing 3 Re SRRIREA O 1 5% DEr rnnil: ey B OIS M gt withus 3 s FoALL--0%%ree O, YH-00- 2007
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CHAIN-OF-CUSTODY { Amalytical Request Document

Tre Chaineof-Caasiogy is 9 LEQAL DOCUBENY Ml relovant Beids mus! be compisies sopurately.
Santhon A Segtion B Seetion L Pags: i of
Raparedd TRw geernaban, Required Poags rhomaiioy Isyssee ddurnaten ’
Lomaany & Fogy hovencs a7 T enhraingy Hanan Tol Dan Highee Saanien Antounts Payatie, Dan Highee
RS, 22Y Bun Valley Avg Suite D gy T oy Semn. £4 Erg Soience ard Technololy  iRpatl ATORY AGEMEY
Lircals, NE BRS3E odeess NPDES [T GROUNDWATER 7 DRINKING WATER
Yo ; g Biermead. oorn Bagracrapger T 234 308 (unant S . o
5 Fegbesieaos.our 5 retemnce. iougT RISA
Fnene AE2.B17-TETR Fa [ o Trudy Gipson 3135831405 Sie Logatiog
i Anragan N
Hrguosied fus Datel A1 Prrieat Mumber. AHER LLC Digestor Samgding Pace Prfle ¥ 12848 lines 1 & ¢ EFrarEl . B
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e 0008
Seclinn Yahd Matrin Do % =
Beguired Sheed tadiseeation 4 a COLLECTED =
4 Z 2
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YL I S o o b3 / 2,
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477 |
BAMPLER NAME AND BISNATURE 55 9
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P nﬁ.@%’ oy ¥ PRINT Namw of BAMPLER:  §_} i TR ,:a 3
" g g e DATE Sigmag . 7 ] 5
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_ Document Name: Bocumernt Revised: 03-14-18
, # 1] 3 ’
e ﬁ!ﬁ&ﬂ&@f Sample Condition Upon Receipt Pagelofl
Bocument No.: issulng Authaority:
F-RAL-C-O01-rev.8 Pace Dallas Quality Office

Sample Condition Upon Receipt
%ﬁa&%as CIFt Worth

Client Name: Frg e b Project Work orders

Comarhar: Fadt”:\i/m‘ U?Sm u5?5m Ci:enm &s(}m PALE 13 Other:
Tracking #: A

Lustody Seal on Caaterfﬁm YeW No oo Packing Material: auhbiew:"apfaag,s,a” Foary 1n MNomsg Other o

Received on joes Yes %;’VNQ o Type of ice: Wt %:e m

Thermometer Used: L Cooler Tewp " & b (Recorded)

L {C‘orrectmn Factory % 7 {Aciual)

Temperature should b shove freezing to §°C

Chain of Custody relinguished Yes oNo o
Sampler name & signature on COC Yeg o Ng.e (o v
Short HT analyses (<72 hrs} Yes o No -
Sufficient Velume received Yes m-No 0

Correct Container used Yes - No o
Container Intact 1 ¥es pNo o

Sample pH Acceptable

Yes 0 No o NA oo

pH Strips:
Restduat Chlorine Fresent Yes 0o No o NAG
Cl Strips:
Sulfide Present Yes o No o NAAY
Lead Acetate Strips: 4
Are 501l samples (volatiles, 1PH) received in SUABA Kits | Yes O Mo 0 NA &
Unpreserved 50354 soil frozen within 48 hrs Yes 0 No o NAL
Headspace in VOA {>omm} Yes o0 No o Ngﬁ“"
Project sampled in USDA &aguiated Area: Yes o No @
State Sampled: A
Non-Conformance(s): Yes o No g

Page 19 of 34

ED_005558_00000326-00053




Chain of Custody /geAnaM'caI@

D Samples were sent directly to the Subcontracting Laboratory. State Of Origin: NE www.pacelons.com
Cert. Needed: D Yes No :
Workorder: 60299511 Workorder Name: Alten LLC Digestor Sampling Owner Received Date:  4/10/2019 Results Requested By: 4/24/2019
Report To | Subcontract To Requestad Analysis
Trudy Gipson Pace Analytical Dallas
Pace Analytical Kansas 400 West Bethany Drive
98608 Loiret Bivd. Suite 190
Lenexa, KS 66218 Allen, TX 75013
Phone 1(813)563-1405 Phone (872)727-1123 e | a
g 2
b
oy - . W i )
Preserved Gontainers | o Z (T
2
Sample [Collect §
item | Sample ID Type DatefTime Ltablp Matrix f_g‘ LAB USE ONLY
1 JWEST LAGOON P3 4/8/2019 12:35 | 60299511001 | Water 1 XiX ey
2 |OVERFLOWLAGOON PS 4/8/2018 13:30 | 60289511002 | Water 1 XX e
3 MWETCAKE PS 4/8/2019 11:00 | 60298511003 | Sofid XiX ol T
4  [SEED CORN PS 4/8/2019 13:30 | 60299511004 | Solid 1 XX G
5
Comments
Transfers Released By Date/Time keceived By ) ) Date/Time
T ) A
1 )'[Rx [ e 772‘7 (e, i l‘/‘H AR 1V
2
3 » .
Cooler Temperature on Receipt <- = °C [ Custody Seal (Y )or N ] Received on lce / Y )or N l Samples Intact/ Y )or N
Nt
"**In order to maintain client confidentiality, location/name of the sampling site, sampler's name and signature may not be provided on this COC document.
This chain of custody is considered complete as is since this information is available in the owner laboratory.
o
1]
[Ve]
[0]
203
[
[=]
§ Thursday, Aprit 11, 2019 1.49:10 PM FMT-ALL-C-002rev.00 24March2009 Page 1of 1
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REPORT NUMBER

19-109-4178

1/5

Afiatorin B faR<h sl 1.400 ADAC 2008 02 (mad)
Adatnsin B2 nd. ppb 1.06 AGAL 2008.02 {mod}
Adiatoxin &1 n.g ppb 1.00 AQAL F0GR.02 {mod}
Afiatoxin G2 .4 ppb .00 ADAC 2008 42 {mad}
Afiatoxin summation gl pok 100 Catculation

DO (Yomitonn} n.gd. pp {9 ACGAL Z008.02 fmod)
Fumonisin 81 ng ppm R AOAL 2008 02 {mod)
Fumonisin B2 1% 3 ppm 8.1 ADAL 2008 0% {mod)
Fumonisin B3 ng. ppm 3.1 AGAT 2008.02 (mod)
Fumonisin summation fg. ppm .10 Calculation

Qohratoxin nd peb 10 ADAC 2008 02 imod)
T3 tosin . ppm [t AGAT 2008.02 {muod)
Zearglenons nd. opb ity AGAL 200B.07 {rmnd)

Sumple ity Gverllow Lagoon BB239511002 Lab Bumber 8614776 Date Samp’!aﬁ; 2015-04-08 1330
Afatopan 81 n.d. opbs 100 ADAL 200802 {mod)
Aftatoxin B2 nad PRl 1.4 AOAG 200802 (mad)
Afiatoxin G1 n.d. pph 1.00 ACAE 2008 .02 {mod)
Aftatoin G2 ng, ppb 1.00 AQAL 2008.02 {mod)
Aflstowdn summation g Pl 1.00 Caleutation
The renahiisg issaed on s capaet onty cedlect the i of the {eésd sub £

REPCHT DATE SEND TQ IQBUR ATR
Apr 18, 2018 123562 Apr 19, 2018
BEQEIVED ATE
Apr 1, 2318 ; "3 ,
13611 B Bireet - Omahy, Nobrasks SE146-3883 » (408 3847770
weny midwistias com
PACE ANALYTICAL SERVICES , s mr s ¥ s
PACE ANALYTICAL SERVICES REPORT OF ANALYSIS
LENEXA KB §6219- tiquid
80289511 Sub 9852
Level Found Reponting Analyst- Yarified-
Anadyais £a Recelved Units Limit HMethod [ate Date
Sample [ West Lagoon 50200511001 Lob Nomber BRI4778  Date Sanplad 20180408 1238

KESA-JIHOAT  YRS-ROTROANT
Rmod-2HOMISITT  YpB2NeaNT
WMCR SOOI 1T pB-SG 0T
BROs-ROVHOMYT  YRB-R0ROUTT
At 20T Ao RDIUDETR
Keod-ZOIGINAT 4R 2OIGIDAAT
EMUA-ZOIW0GT 8- ROTIOMET
oA 201904717 GoRa0TH0aITY
krigd-2010i04 7 YpR20ERI0YT
R RHOO8T AuiD-20104i18
EMOA-ROYHDAIT  pBIDIIINGHT
Fmet-DIQDHET  GpE20I08 1D
Kmod-OIRAT  HpB-I010menT

ket 201908017 pB- 2010417
Kmod- 201804117 YoB-30190411T
REn4-2010M34717  YpB-2010818147
e 2B SNAAT  YpR-2GISI0ST
HAO-20I8I04717 Al Q03I0401R

Page 21 of 34
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RERPORT NUMBER

19-109-4178 PAGE 2/5

REFQRT DATE SEND TO 3 ISERUE DATE
Aipr 19, %G§§ 12352 % ; L b ’t Apr 198, 2018
oratories®
13611 B Sireet < Omaha. Nebrasks 5R144-3694 « (402} 334-7770
waiw migdhwastiabs. com
PACE ANALYTICAL SERVICES ,
PACE ANALYTICAL SERVICES REPORT OF ANALYSIS
9608 LOIRET BLVD For: (12352) PACE ANALYTICAL SERVICES
LENEXA KS 66219- liquid
B209511 Sub 9852
Level Found Reporting Analyst. Verified-
Analysis 88 Recolvod Units Limit fnthod Date Diate
Zample ID: Qverflow Lagoon 80288511002 L.ab Number: 8614778 (cont)
DON {(Vormitoxin} i, ppm [ AGAL 2008.02 (mad) Kmed-2010004/17  {pB-2010417
Fumonisin 81 [1X: 3 ppm 8.1 ADAC 2008.02 {(mod) kmed-I0YRIN4T o 201904517
Fumorisin B2 nd ppm 8.1 ADAC 2008.02 (mod}y ReR-Z0YBI0ATT  YpB-2010I0461 7
Fumonisin B3 n.d. ppm a1 ACAL 2008.02 (mod) krned-2018/0411 7 p8-2010i04r17
Fumonisin summation i3 ppm 010 Calculation AUG20MB0417  Aute-2018I04118
Qcwatoxin nd ppb 1.0 ADAC 2008.02 (mod) RICAZGAGMANT  YpB-2019004717
T-2 toxin nd. ppm 0.1 AQAT 2008.02 (rood) brmcd- 20080447 YpB8-301004NS
Zearglenonsg n.d. ppls 50 AGAL 2008.02 (mod) KMp4-20TH0ET  YpR-2015/04517
Sample I0) Wet Cake 6023351003 Lab Mumber, 8814277 Date Sampled: 2019-404-08 1100
Adlatoun BY ng. jlste] 1.00 ADAC 2008.02 {rmod) BCA- 2R BI0AMT  YpR-20 10341
Alatoxin B2 r1.d. ool .00 ACGAD 2008.02 {mod} kmod-20T04T7 GpB-2019m4i17
Aflatoxin G1 n.d. pph 1.00 BOAL 2008.02 {mod) keand-210MATT HpR-IIBBAI?
Aflatonin 32 ng. ik 100 ARAC 2008.02 (mod) BG4 SO0 T YpsTRIOAT
Sflatoxin summation 3553 ppb 1.00 Catculation Aute-2010M417  Auln-2010/0413%
DION (Vomitoxing rud. ppm 0.1 AUAL F008.02 {mod) Rened-201 904118 fpB-2018/0818
Fumanisin 81 n.d. ppm a.% AQAC 2008 02 (mod) BMed-ZUTGIDAAT  YpB-R0190419
Fumanisin B2 n.d ppm 0.1 AQAL 2008.02 {mod) Emod-201041T  GpB 20BN
Fumonigin 83 £l pp 0.1 ACAL 200B.02 {mod) ket 20V GpB-20TGI0SNS
Fumonisin summation nd ppm 3.10 Calculation Aute-201HO4ME  Aulo-Z0IR04118
he resluhtjs} § f::h.a SEM Page 27 of 34
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AEPORT MUMBER

19-109-417

PAGE 3/5

REPORT DATE BEND T4 ISSUE DATE
Apr 18, 2019 12352  ® Apr 19, 2019
RECENVED DATE
Apr 10, 20138 .
153511 B Strael « Omaha, Nelragks 68144-3683 « {402) 334-7770
wiwe sigwestiabis. o
PACE ANALYTICAL SERVICES -
PACE ANALYTICAL SERVICES REPORT OF ANALYSIS
LENEXA KS 65219- liquid
S0290611 Sub 8882
Lavel Found Reporting Anahysie Yerifiad.
Anplysis As Snceived Units Limit Method Date Date
Sample 1 Wet Cake 8029851003 Lab Number 8814777 {con't)
Cehwatoxin ndg. Pk 1.6 ACAL 2008.02 (mod) Bt 201807 pB20iSI40 Y
T2 foxin HER pons 0.1 ADAC 200802 (mad) kmed- 20 RH0SAT  pB-ROTH04MT
Learnlenore g, nph &G ACGAL 2008.02 (o Ked-JYIOMIAITE  Yp-20 10461

All resulls are reported on an AS RECEIVED basiz., nd. = not detected | ppro= pars per million, ppm = mgikg . ppb = parls

per billion

ool Avcount(s) 12352 PACE ANALYTICAL SERVICES

For (guaszéans please contact:

hramig@midwestiabs.com {402;829-9881

T srsubtfs]) issued un this repors anly veflest the anslyeis of the samplegs) submitted

Pags 230134
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REPORT MUMBER

19-109-4178 PAGE 4/5

REPORT DATE SEND TO ISSUE DATE
Apr 18, 2018 12352 Apr 18, 2018
RECENVED DSTE
Apr 16, 2019 ' :
1357 B Street ¢ Qmahg Hobrasha 88144-3883 - :4{‘*’; 3347770
v iidwesiiabs. com
PALCE ANALYTICAL BERVICES REPORT OF ANALYSIS
PACE ANALYTICAL SERVICES - ANALYSIS
9608 LOIRET BLVD For. (12352) PACE ANALYTICAL SERVICES
LENEXA KS 66218- Hquid
GO288511 Sub 9852
Detailed Method Deseription{(s)
Mycotpxin extraction and analysis
Sample anatysis follows MWL LOMS 026 which is based on ADAC 200842 (modified). Semples are pround to 3 homogenous consistency and placed in ap extraction
solution. The exiract 13 allowed to equilibrate snd ther an shiquot passed through an immuneallisity cohamn which contamns anubedies that are specific for the myoaivxing
The mycmaxing are rlessed from the sffinity colump and then analvzed by either LOMS andfor LOMEMS which allows ideatifivation of the myontusing usiog mass
spentromstery and retention ume.
Calenlntion
Analytival vexults are entered tato appheable formulas o provide a caicidated result which i reposted.
sitish 155 uﬁﬁ o1 1his report rmiv :eﬁﬁ,t h anah is of e sumplefst submitted Page 24 of 24
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WRTTRTT CHAN-OF CUSTODY / Analytical Requast Document RPAGE 5/5
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Performed By:

South Dakota Agricultural Laboratories

1335 Weslemn Avenue

Brookings,. South Dakota 57006

Phone: 605-682-7325

E-Mail: regina.wixon@sdaglabs.com

Report Date: 2019-04-25

Collected By:
EA Eng Science and Technology

221 Sun Valiey Bivd Suite D

Accounts Payable, Dan Bigbee
Lincoln, NE 68528
Phone: 402-817-7612

E-Mail: dbigbee@eaest.com

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package id :

Lab Sample Id;

Customer Sample Id :

20190415-002
18PE001985

West Lagoon

Sample Description : Liguid
Date Collected : 2019-04-08
Date Received : 2019-04-15
ANALYTE RESULY
Acetamprid ND ppb
Azoxystrobin 98.3 ppb
Bifenthrin ND ppb
Brassinazole ND ppb
Chiompyrifos-ethyl ND ppb
Chiorpyrifos-methyl ND ppb
Clothianidin 58400 ppb
Cyfluthrin ND ppb
Cypermethrin ND ppb
Cyproconazole ND ppb
Deltamethrin <5 ppb
Dimoxystrobin ND ppb
Epoxiconazole ND ppb
Fluconazole ND ppb
Glufosinate ND ppb
Glyphosate 124 ppb
Imidacloprid 108 ppb
isavuconazole ND ppb
Lambda-cyhalothrin ND ppb
Metconazole ND ppb
Orysastrobin ND ppb
Permethrin ND ppb
Posaconazole ND ppb
Propiconazole ND ppb
Pyraclostrobin ND ppb
Ravuconazole ND ppb
Tebuconazole 213 ppb
Thiabendazole 8450 ppb
Thiacloprid ND ppb
Thiamethoxam 35400 ppb
Page 10l 4 Page 26 of 34
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Trifloxystrobin 58.2 ppb

Uniconazole ND ppb
Voriconazole ND ppb
Comments:
NU NG! Ue!eaed
Page 20f 4 Page 27 of 34
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Performed By:

South Dakota Agricultural Laboratories

1335 Westemn Avenue

Brookings,South Dakota 57006

Phone: 605-692-7325

E-Mait: regina wixon@sdaglabs.com

Report Date: 2019-04-28

Collected By:
EA Eng Science and Technology

221 Sun Valley Blvd Suite D

Accounts Payable, Dan Bigbee
Lincoln, NE 68528
Phone: 402-817-7612

E-Mail: dbighee@eaest.com

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :

Lab Sample Id :

Customer Sample Id :

20180415-002
19PEC0O1996

Overflow Lagoon

Sample Description : Liquid
Date Coliected : 2019-04-08
Date Received : 2019-04-15
ANALYTE RESULT
Acetamprid ND ppb
Azoxystrobin 581 ppb
Bifenthrin ND ppb
Brassinazole ND ppb
Chiorpyrifos-ethyl ND ppb
Chiorpyrifos-methyl ND ppb
Clothianidin 447 ppb
Cyfluthrin ND ppb
Cypermmethrin ND ppb
Cyproconazole ND ppb
Deltamethrin <5 ppb
Dimoxystrobin ND ppb
Epoxiconazole ND ppb
Fiuconazole ND ppb
Glufosinate 86.7 ppb
Glyphosate 3850 ppb
Imidacloprid ND ppb
Isavuconazole ND ppb
Lambda-cyhalothrin <5 ppb
Metconazole ND ppb
Orysastrobin ND ppb
Permmethrin ND ppb
Pasaconazole ND ppb
Propiconazole 726 ppb
Pyraclostrobin ND ppb
Ravuconazole ND ppb
Tebuconazole 2330 ppb
Thiabendazole 39700 ppb
Thiacloprid ND ppb
Thiamethoxam 26.0ppb
Page 1 of 2 Page 30 of 34
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Trifloxystrobin 737 ppb

Uniconazole ND ppb
Voriconazole ND ppb
Comments:
NU QDE Befeaea
Page 20f2 Page 31 of 34
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Performed By:

South Dakota Agricultural Laboratories

1335 Westemn Avenue

Brookings,South Dakota 57006

Phone: 605-692-7325

E-Mail: regina wixon@sdaglabs.com

Report Date: 2019-04-25

Collected By:
EA Eng Science and Technology
221 Sun Valley Blvd Suite D
Accounts Payable, Dan Bigbee
Lincoin, NE 68528
Phone: 402-817-7612
E-Mail: dbigbee@eaest.com

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package id :

20190415-002

Lab Sample id ; 19PECO1997
Customer Sample Id : Wet Cake
Sample Description : Cake
Date Collected : 2019-04-08
Date Received : 2019-04-15
ANALYTE RESULT
Acetamprid ND ppb
Azoxystrobin 1430 ppb
Bifenthrin ND ppb
Brassinazole ND ppb
Chlorpyrifos-ethyl ND ppb
Chlorpyrifos-methyl ND ppb
Clothianidin 142000 ppb
Cyfluthrin ND ppb
Cypermethrin ND ppb
Cyproconazole ND ppb
Deltamethrin ND ppb
Dimoxystrobin ND ppb
Epoxiconazole ND ppb
Fluconazole ND ppb
Glufosinate ND ppb
Glyphosate ND ppb
Imidacioprid 485 ppb
Isavuconazole ND ppb
Lambda-cyhalothrin ND ppb
Metconazole ND ppb
Orysastrobin ND ppb
Permethrin ND ppb
Posaconazole ND ppb
Propiconazole ND ppb
Pyraclostrobin ND ppb
Ravuconazole ND ppb
Tebuconazole 10400 ppb
Thiabendazole 55600 ppb
Thiacloprid ND ppb
Thiamethoxam 30500 ppb
Page 10f 2 Page 32 of 34
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Trifloxystrobin 1750 ppb

Uniconazole ND ppb
Voriconazole ND ppb
Comments:
RO Vot Ratecied
Page 2 of 2 Page 33 of 34
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Performed By:

South Dakota Agricultural Laboratories

1335 Westem Avenue

Brookings,South Dakota 57006

Phone: 605-692-7325

E-Mail: regina.wixon@sdagiabs.com

Report Date: 2019-04-25

Collected By:
EA Eng Science and Technology
221 Sun Valley Blvd Suite D
Accounts Payable, Dan Bigbee
Lincoln, NE 68528
Phone: 402-817-7612
E-Mail: dbigbee@eaest.com

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :

20180415-002

Lab Sample Id : 19PEOD1998
Customer Sample Id : Seed Comn
Sample Description : Corn
Date Collected : 2019-04-08
Date Received : 2019-04-15
ANALYTE RESULT
Azoxystrobin 4830 ppb
Brassinazole ND ppb
Cyproconazole ND ppb
Dimoxystrobin ND ppb
Epoxiconazole ND ppb
Fluconazole ND ppb
Isavuconazole ND ppb
Metconazole ND ppb
Orysastrobin ND ppb
Posaconazole ND ppb
Propiconazole ND ppb
Pyraclostrobin ND ppb
Ravuconazole ND ppb
Tebuconazole ND ppb
Thiabendazole 247000 ppb
Trifloxystrobin ND ppb
Uniconazole ND ppb
Voriconazole ND ppb
Comments:
ROTNot Detecied
Page 1 of 1 Page 34 of 34
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United States Environmental Protection Agency
Region 7
300 Minnesota Avenue
Kansas City, K8 66101

Date: 04/24/201%
Subject: Transmittal of Sample Analysis Results for ASR #: 82049
Project 1D: TIAAEBEP4S
Project Description: Alt-En Ethanol Plant -~ NDEQ ASR

From: Margaret E.W. 5L Germain, Uhief Digially signed by
Laboratory Technology & Analysis Branch MARGARET MARGARET ST, GERMAIN

Laboratory Services and Applied Sciences Division 571, GFRMAIN %22}33:8}9‘94‘2“7:6%8

To: Tabatha Adkins
ENST/LTAB

Enclosed are the analytical data for the above-refergnced Analytical Services Request {ASR) and
Project. These resulls are based on samples as received at the Sclence and Technology Center. The
Regional Laboratory has reviewed and verified the resulls in accordance with procedures described in
our Guality Manual {QM). In addition to all of the analytical results, this transmittal contains pertinent
information that may have influenced the reported results and documents any deviations from the
established requirgments of the QM.

Flease ensure that you file this electronic {.pdf only) transmittal in your records management systermn,
The Regional Laboratory will now retain all of the original hardeopy documentation {e.g. COC[s] and
the R7LIMS field sheet{s], ete.} according to our ENST records management system,

Please contact us within 14 days of receipt of this package if you determineg there is 2 need for any
changes. Please complete the Onling ASR Sample/Data Disposition and Customer Survey for this ASR
as soon as possible. The process of disposing of the samples for this ASR will be initiated 30 days from
the date of this transmittal unless an alternate release date is specified on the Online ASR
Sample/Data Disposition and Customer Survey. It is critical that we receive your response in
accordance to RCRA and the laboratory acoreditation,

If you have any questions or concerns relating to this data package, contact our customer service ling
at 913-551-5285.

Page 1 of 8
Page 1 of 13
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ASR Number: 8209 Summary of Project Information 04/24/2019

Project Manager: Tabatha Adkins Org: ENST/LTAB Phone: 913-551-7128
Project ID: TIAAEEP4S QAPP Number: NDEQ
Project Desc: Alt-En Ethanol Plant - NDEQ ASR
Location: Mead State: Nebraska Program: Water Enforcement
Purpose: Site Characterization GPRA PRC: 000ES0

This screening/characterization event is in response to recent complaints of odor and
other concerns.

Additional field contact is: Wade Gregson, NDEQ (402-601-1011).

Per NDEQ submitted ASR on 4/4/2019: This ASR is not part of a litigation hold at this
time.

Explanation of Codes, Units and Qualifiers used on this report

Sample QC Codes: QC Codes identify the type of Units: Specific units in which results are
sample for quality control purpose. reported.
__ = Field Sample mg/l. = Milligrams per Liter
% = Percent
ug/L = Micrograms per Liter

i

mag/kg Milligrams per Kilogram

Data Qualifiers: Specific codes used in conjunction with data values to provide additional information
on the quality of reported results, or used to explain the absence of a specific value.

{Blank)= Values have been reviewed and found acceptable for use.
} = The identification of the analyte is acceptable; the reported value is an
estimate,
U} = The analyte was not detected at or above the reporting limit. The reporting
imit is an estimate.

U = The analyte was not detected at or above the reporting limit.

Page 2 of 8
Page 2 of 13
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ASR Number: 8205 Sample Information Summary 04/24/201%9
Project ID: TIAAEEP4S Project Desc: Alt-En Ethanol Plant - NDEQ ASR

Sample QC External Start Start End End Receipt

No Code Matrix Location Description Sample No Date Time Date Time Date
1-_ Solid Wet cake sample 04/08/2019 11:00 04/09/2019
2 Water West Lagoon water sample 04/08/2019 12:35 04/09/2019
3-_ Water Overflow Lagoon water sample 04/08/2019 13:30 04/09/2019
4~ Solid  Seed corn sample 04/08/2019 13:30 0470972019

Page 3 of 8
Page 3 of 13
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RLAB Approved Analysis Comments 04/24/2019

Project Desc Alt-En Ethanol Plant - NDEQ ASR

ASR Number: 8209
Project ID: TIAAEEP4S

Analysis Comments About Results For This Analysis

1 Mercury in Soil or Sediment
Lab: Region 7 EPA Laboratory - Kansas City, Ks.

Method: EPA Region 7 RLAB Method 3121.23E
Basis: Dry
Samples: 1-__ 4~
Comments:
(N/A)

1 Metals in Solids by ICP-AES
Lab: Region 7 EPA Laboratory - Kansas City, Ks.
Method: EPA Region 7 RLAB Method 3122.3G
Basis: Dry
Samples: 1-__ 4-

Comments:
Barium was J-coded in sample 1. Although the analyte in question has been positively

identified in the sample, the quantitation is an estimate (J-coded) due to low recovery of
this analyte in the laboratory matrix spike. The actual concentration for this analyte may

be higher than the reported value,.

1 Percent Solid
L.ab: Region 7 EPA Laboratory - Kansas City, Ks.

Method: EPA Region 7 RLAB Method 3142.9H
Basis: N/A

Samples: 1-_ 4-

Comments:

(N/A)

1 TCLP Mercury in Soil
Lab: Region 7 EPA Laboratory - Kansas City, Ks.
Method: EPA Region 7 RLAB Method 3121.23E applied to TCLP extracts

Basis: N/A
Samples: 1-__ 4-

Comments:

1 TCLP Metais in Soil
Lab: Region 7 EPA Laboratory - Kansas City, Ks.

Method: EPA Region 7 RLAB Method 3122.3G TCLP

Page 4 of 8
Page 4 of 13
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ASR Number: 8209 RLAB Approved Analysis Comments 04/24/2019
Project ID: TIJAAEEP4S Project Desc Alt-En Ethanol Plant - NDEQ ASR

Analysis Comments About Results For This Analysis
Basis: N/A
Samples: 1-__ 4-
Comments:

1 Mercury in Water
Lab: Region 7 EPA Laboratory - Kansas City, Ks.
Method: EPA Region 7 RLAB Method 3121.23E
Samples: 2-__ 3-

Comments:
(N/A)

1 Metals in Water by ICP-AES
Lab: Region 7 EPA Laboratory - Kansas City, Ks.
Method: EPA Region 7 RLAB Method 3122.3G
Samples: 2-__ 3-

Comments:

Aluminum was J-coded in sample 2. Although the analyte in question has been positively
identified in the sample, the quantitation is an estimate (3-coded) due to high recovery of
this analyte in the laboratory matrix spike. The actual concentration for this analyte may
be lower than the reported value,

Nickel was J-coded in sample 2. Although the analyte in question has been positively
identified in the sample, the gquantitation is an estimate (J-coded) due to low recovery of
this analyte in the laboratory matrix spike. The actual concentration for this analyte may
be higher than the reported value.

Antimony, Cadmium, Lead, Molybdenum, Selenium, Silver, Thallium, Titanium was each
Ul-coded in sample 2. This analyte was not found in the sample at or above the reporting
limit, however, the reporting limit is an estimate (Ul-coded) due to jow recovery of this
analyte in the laboratory matrix spike. The actual reporting limit for this analyte may be
higher than the reported value.

1 TCLP Mercury in Water
Lab: Region 7 EPA Laboratory - Kansas City, Ks.
Method: EPA Region 7 RLAB Method 3121.23E applied to TCLP extracts
Samples: 2-___ 3-__
Comments:

1 TCLP Metals in Water
Lab: Region 7 EPA Laboratory - Kansas City, Ks.

Page 5 of 8
Page 5 of 13
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ASR Number: 8209 RLAB Approved Analysis Comments 04/24/2019
Project ID: TIAAEEP4S Project Desc Alt-En Ethanol Plant - NDEQ ASR

Analysis Comments About Results For This Analysis

Method: EPA Region 7 RLAB Method 3122.3G TCLP
Samples: 2-__ 3-

Comments:

Lead was Ul-coded in sample 2. This analyte was not found in the sample at or above the
reporting limit, however, the reporting limit is an estimate (Ul-coded) due to low recovery
of this analyte in the laboratory matrix spike. The actual reporting limit for this analyte
may be higher than the reported value,

Page 6 of 8
Page 6 of 13
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ASR Number: 8209
Project ID: TJAAEEP4S

Analysis/ Analyte

1 Mercury in Soil or Sediment
Mercury

1 Metals in Solids by ICP-AES
Aluminum
Antimony
Arsenic
Barium
Beryllium
Cadmium
Calcium
Chromium
Cobalt
Copper
Iron
Lead
Magnesium
Manganese
Molybdenum
Nickel
Potassium
Selenium
Silver
Sodium
Thallium
Vanadium
Zinc

1 Percent Solid
Solids, percent

1 TCLP Mercury in Soil
Mercury

1 TCLP Metals in Soil
Arsenic
Barium
Cadmium
Chromium
Lead
Selenium
Silver

1 Mercury in Water
Mercury

1 Metals in Water by ICP-AES
Aluminum
Antimony
Arsenic
Barium
Berylium

RLAB Approved Sample Analysis Results
Project Desc: Alt-En Ethanol Plant - NDEQ ASR

Units

ma/kg

mg/kg
mg/kg
mg/kg
mg/kg
my/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg
mg/kg

0%
mg/L

mg/L
mg/L
mg/L
mg/L
mg/L
mg/L
mag/L

ug/L

ug/L
ug/L
ug/L
ug/L
ug/L

Page 7 of 8

i-

0.0112

2420
15y
4.8U

42.33
.ou
10U

2640
3.4
1.7

13.6

3270
4.8 U

1610
124
19U
4.2

3960
9.7 U
1.9U

694
9.7 U
5.9
262

39.2

0.000440

0.050 U
0.674
0.010
0.078
0.050 U
0.066
0.025 U

p 2=

0.250 U

15801
50U
25U
164
3u

04/24/2019

0.00179

7.5
20U
50U
20U
10U
1.0U
48.6 U
2.0U
1.0U
2.4
18.3
50U
991
50U
20U
2.0U
3730
9.9y
20U
49.6 U
8.8y
5.0u
18.4

89.8
0.000350

0.050 U
6016 U
0.005U
0.015 4
0.050 U
0.050 U
0.025 U

0.250 U

60200
50U
25U

727
3u

Page 7 of 13
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ASR Number: 8209 RLAB Approved Sample Analysis Results 04/24/2019

Project ID: TJAAEEP4S Project Desc: Alt-En Ethanol Plant - NDEQ ASR

Analysis/ Analyte Units s 2-___ 3-__ 4~
Cadmium ug/L 34U 3U
Calcium mg/L 97.6 616
Chromium ug/L 37 96
Cobalt ug/L 10U 18
Copper ug/L 77 1660
Iron ug/L 6640 67700
Lead ug/L 50 U3l 897.2
Magnesium mg/l. 246 150
Manganese ug/L 1130 2080
Molybdenum ug/L 15 U3 24
Nickel ug/L 393 130
Potassium mg/L 848 320
Selenium ug/t 50 U] 111
Sitver ug/L 25 Ul 25U
Sodium mg/L 414 256
Thallium ug/L 50 Ul 504
Titanium ug/L 20 13 105
Vanadium ug/L 10U 127
Zinc ug/L 3060 148900

1 TCLP Mercury in Water
Mercury mg/L 0.000250 U 0.000530

1 TCLP Metals in Water
Arsenic mg/l 0.050 U 0.050 U
Barium mg/L 0.122 0.070
Cadmium mg/L 0.005 U 0.005 U
Chromium mag/L 0.091 0.087
Lead mg/L 0.050 Ul 0.050 U
Selenium mg/L 0.050 U 0.050 U
Silver mag/L 0.025U 0.025 U

Page B of 8
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Sample Collection Field Sheet

US EPA Region 7
Kansas City, KS

ASR Number: 8209 Sémple Number: 1 QC Code: __

Matrix: Solid Tag ID: 8209-1-_

Project ID: TIAAEEP4S
Project Desc: Alt-En Ethanol Plant - NDEQ ASR
City: Mead
Program: Water Enforcement

Project Manager: Tabatha Adkins

State: Nebraska

Location Desc: Wet cake sample

Storet ID: External Sample Number:
Expected Conc: (or Circle One: Low Medium High) Date Time(24 hr)
Latitude: o Sample Collection: Start: 04/08/2019 11:00
Longitude: — End: i g i
Laboratory Analyses:
Container Preservative Holding Time Analysis
1 - B oz glass 4 Deg C 28 Days 1 Mercury in Soil or Sediment
1 - 8 oz glass 4DegC 180  Days 1 Metals in Solids by ICP-AES
1 - 8 oz glass 4 Deg C 180 Days 1 TCLP Metalis in Soil
1 - 8 oz glass None 28 Days 1 TCLP Mercury in Soil
g - 4 Deg C 0 Days 1 Percent Solid
Sample Comments:
(N/A)
Sample Collected By: NDEQ
1of1
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Sample Collection Field Sheet

ASR Number: 8209 Sample Number: 2

US EPA Region 7
Kansas City, KS

QC Code: ___ Matrix: Water Tag ID: 8209-2-___

Project ID: TIAAEEP4S
Project Desc:
City:
Program:

Mead
Water Enforcement

Project Manager: Tabatha Adkins

Alt-En Ethanol Plant - NDEQ ASR

State: Nebraska

Location Desc: West Lagoon water sample

Storet ID: External Sampie Number:
Expected Conc: {or Circle One: Low Medium High) Date Time(24 hr)
Latitude: ) e Sample Collection: Start: 04/08/2019 12:35
Longitude: e End: __ /_/_ R
Laboratory Analyses:
Container Preservative Holding Time Analysis

i -1 Liter plastic bottle 5 miL of HNO3/L to pH<2 28  Days 1 Mercury in Water
1 - 1 Liter plastic bottle HNG3 acidify, 4 Deg C 180 Days 1 Metals in Water by ICP-AES
1 - 1 Liter plastic bottle None 28 Days 1 TCLP Mercury in Water
1 - B oz glass 4 Deg C 180 Days 1 TCLP Metals in Water
Sample Comments:
(N/A)
Sample Coliected By: NDEQ
lofl
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Sample Collection Field Sheet
US EPA Region 7
Kansas City, KS

ASR Number: 8209 Sample Number: 3 QC Code: ___ Matrix: Water Tag ID: 8209-3-__
Project ID: TIAAEEP4S Project Manager: Tabatha Adkins
Project Desc: Alt-En Ethanol Plant - NDEQ ASR
City: Mead State: Nebraska
Program: Water Enforcement

Location Desc:

Storet ID:

Overflow Lagoon water sample

External Sample Number:

Expected Conc: (or Circle One: Low Medium High) Date Time(24 hr)

Latitude: o Sample Collection: Start: 04/08/2019 13:30
Longitude: End: __/_/ e
Laboratory Analyses:

Container Preservative Holding Time Analysis

1 - 1 Liter plastic bottle 5 mi of HNO3/L to pH<2 28 Days I Mercury in Water

1 - 1 Liter plastic bottle HNO3 acidify, 4 Deg C 180 Days 1 Metals in Water by ICP-AES

1 - 1 Liter plastic bottle None 28 Days 1 TCLP Mercury in Water

1 - B oz glass 4 Deg C 180 Days 1 TCLP Metals in Water

Sample Comments:

(N/A)

Sample Coliected By: NDEQ

l1ofil
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Sample Collection Field Sheet

US EPA Region 7
Kansas City, KS

ASR Number: 8209 Sample Number: 4 QC Code: __

Matrix: Solid Tag ID: 8209-4-___

TIAAEEP4S

Alt-En Ethanol Plant - NDEQ ASR
Mead

Water Enforcement

Project 1D:
Project Desc:
City:
Program:

Project Manager: Tabatha Adkins

State: Nebraska

Location Desc: Seed corn sample

Storet ID: External Sample Number:
Expected Conc: (or Circle One: Low Medium High) Date Time(24 hr)
Latitude: Sample Collection: Start: 04/08/2019 13:30
Longitude: . End: __ /_ /. R
Laboratory Analyses:
Container Preservative Holding Time Analysis
1 - 8 oz glass 4 Deg C 28 Days 1 Mercury in Soil or Sediment
1 - B oz glass 4 Deg C 180 Days 1 Metals in Solids by ICP-AES
1 - 8 oz glass 4 Deg C 180 Days 1 TCLP Metals in Soil
1 - 8 oz glass None 28 Days 1 TCLP Mercury in Soll
0- 4 Deg C ¢ Days 1 Percent Salid
Sample Comments:
(N/A)
Sample Collected By: NDEQ
lofl
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Thiesfeld, Joseph Attachment C

From: Pomajzl, Mark

Sent: Monday, August 31, 2020 5:10 PM
To: Thiesfeld, Joseph

Subject: FW: Lab Test Results - 20191113-003
Attachments: 20191113-003.pdf

Please put this in the AltEn file:

i1S: 84069
PCS: NEO137634

Thank you

Mark Pomajzl
Program Specialist
Wastewater NPDES Compliance Unit

Nebraska Department of Environment and Energy

1200 N St, Suite 400

P.O. Box 98922

Lincoln, Nebraska 68509-8922

DIRECT: 402-471-2936 FAX: 402-471-2909 http://deq.ne.gov/

From: regina.wixon@sdaglabs.com <regina.wixon@sdaglabs.com>
Sent: Wednesday, December 04, 2019 2:17 PM

To: Pomajzl, Mark <mark.pomajzi@nebraska.gov>
Cc:regina.wixon@sdagiabs.com

Subject: Lab Test Results - 20191113-003

Please find the results of analysis for your recent submission to South Dakota Agricultural Laboratories. These results
are indicative of the sample(s) as received at the laboratory. We invite you to visit our website at
https://gcc02.safelinks.protection.outlook.com/?url=http%3A%2F%2 Fwww.sdaglabs.com%2F&amp;data=02%7C01%7C)
oseph.Thiesfeld%40nebraska.gov%7C1cd6308728714de9987d08d84dfaa92e%7C043207dfe6894bf6502001038f11f0b1
%7C0%7C0%7C6373450864012110658& amp;sdata=UN3IMPIMrNioNGQA3apPxiZtN7aRYRGHFISeKRXnSyo%3D&amp;res
erved=0 for submission forms, definitions for symbols and abbreviations used in the report, interpretation documents, a
complete listing of services and fees, sampling instructions and other information. We appreciate comments to improve
our website and its usefulness to you.

Thank you very much for supporting cur laboratory. If there is anything we can do to further assist you, please let us
know.

South Dakota Agricultural Laboratories
1335 Western Avenue

Brookings, 5D 57006

Call: 605-692-7325

; L

ci2000859L4
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Fax: 605-692-7236
Email: regina.wixon@sdaglabs.com
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Performed By:

South Dakota Agricultural Laboratories
1335 Weslern Avenue
Brookings.Scuth Dakota 57008
Phone: 605-692.7325

E-Mail: regina wixon@sdaglabs.com

Report Date: 2018-12-04

Collected By:

Nebraska Depariment of Environment & Energy
NE Dept of Env & Energy 1200 N St

Lincoin \NE 95922

Phone: 402-471-2936

E-Mail: mark.pomsjzl@nebraska.gov

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :
Lab Sample Id -
Customer Sample id :

Sample Description :

20191113-003
19PEQ0O8836

North Lagoon - AltEn
WS C WW - water

Date Collected : 2019-11-12
Date Received : 2019-11-13
RESULTS
DETECTION DATE OF DATE OF
ANALYTE UNIT AS RECEIVED LIMIT METHOD EXTRACTION  ANALYSIS
Acetamprid ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Azoxystrobin ppb 339 5 LC-MS/MS 2019-11-21 2019-11-22
Bifenthrin ppb ND 5 GC-MS/IMS 2019-11-18 2019-11-22
Brassinazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Chiorpyrifos-ethyl ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Chiorpyrifos-methyl ppb ND 5 GC-MS/IMS 2019-11-18 2018-11-22
Clothianidin ppb 7070 5 LC-MS/MS 2019-11-21 2018-11-29
Cyfluthrin 1-4 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Cyhalothrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cypermethrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyproconazole ppb ND 5 LC-MSMS 2019-11-21 2019-11-21
Deitamethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Desthio-Prothicconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Difenoconazole ppb 64.5 5 LC-MS/MS 2019-11-21 2019-11-21
Dimoxystrebin ppb ND 5 LC-MS/MS 2019-11-21 2018-11-22
Dinotefuron ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Epoxiconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Fluconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluoxastrobin ppb 312 5 LC-MS/MS 2019-11-21 2019-11-22
Giufosinate ppb 10.3 10 LC-MS/MS 2019-11-14 2018-11-22
Glyphosate ppb 206 10 LC-MS/MS 2019-11-14 2019-11-22
imidacioprid ppb 40.8 5 LC-MS/MS 2019-11-21 2018-11-21
Ipconazole ppb 181 5 LC-MS/MS 2019-11-21 2018-11-21
Isavuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
ltraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Metconazole ppb <5 5 LC-MS/IMS 2018-11-21 2018-11-21
Nitenpyram ppb ND 5 LC-MS/MS 2019-11-24 2018-11-21
Orysastrobin ppb ND 6 LC-MS/MS 2019-11-21 2019-11-22
Permethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2016-11-22
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Picoxystrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Posaconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Propiconazole ppb 15.1 5 LC-MS/MS 2019-11-21 2019-11-21
Prothioconazole ppb 149 5 LC-MSB/MS 2019-11-21 2019-11-21
Pyraclostrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Ravuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Tebuconazole ppb 634 5 LC-MS/MS 2019-11-21 2015-11-21
Tetraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiabendazole ppb 2450 5 LC-MS/MS 2019-11-21 2019-11-21
Thiacloprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiamethoxam ppb 2400 5 LC-MS/MS 2019-11-21 2019-11-21
Triftoxystrobin ppb 36.0 5 LC-MS/MS 2019-11-21 2019-11-22
Uniconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Voriconazole ppb ND 5 LC-M3/MS 2019-11-21 2019-11-21
QUALITY ASSURANCE

SPIKE MATRIX PROCESS INSTRUMENT
ANALYTE UNIT DUPLICATE RECOVERY BLANK BLANK BLANK
Acetamprid ppb 19PE008B37 96.5 ND ND ND
Azoxystrobin ppb 19PE008838 895.5 ND ND ND
Bifenthrin ppb ND 111 ND ND ND
Brassinazole ppb 19PEG08838 125 ND ND ND
Chiorpyrifos-ethyl ppb ND 108 ND ND ND
Chierpyrifos-methyl ppb ND 110 ND ND ND
Clothianidin ppb 19PED08837 102 ND ND ND
Cyfluthrin 1-4 ppb ND 110 ND ND ND
Cyhalothrin 1-2 ppb ND 110 ND ND ND
Cypermethrin 1-4 ppb ND 108 ND ND ND
Cyproconazole ppb 19PED(0BB38 118 ND ND ND
Deltamethrin 1-2 ppb ND 108 ND ND ND
Desthio-Prothioconazole ppb 19PEQDBB38 119 ND ND ND
Difencconazole ppb 19PEO08838 116 ND ND ND
Dimoxystrobin ppb 18PE0GBB38 123 ND ND ND
Dinotefuron ppb 19PEQDO8B37 95.6 ND ND ND
Epoxiconazole ppb 19PED08838 110 ND ND ND
Fluconazole ppb 19PE008838 124 ND ND ND
Fiuoxastrobin ppb 19PED0S838 103 ND ND ND
Glufosinate ppb <10 112 ND ND ND
Glyphosate ppb 188 82.3 ND ND ND
imidacloprid ppb 19PE008837 108 ND ND ND
Ipconazole ppb 19PE0O08838 103 ND ND ND
Isavuconazote ppb 19PED08838 118 ND ND ND
ftraconazole ppb 19PEQDB838 130 ND ND ND
Metconazole ppb 19PEODBR38 110 ND ND ND
Nitenpyram ppb 19PE0D8837 105 ND ND ND
Orysastrobin ppb 19PE008838 108 ND ND ND
Permethrin 1-2 ppb ND 107 ND ND ND
Picoxystrobin ppb 18PE008838 107 ND ND ND
Posaconazole ppb 18PEQDB838 117 ND ND ND
Propiconazole ppb 19PEQ08838 116 ND ND ND
Prothioconazole ppb 19PEQO8838 122 ND ND ND
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Pyraciostrobin ppb 1GPESDER3R 106 N NI NI

Ravuconazote ppb 1E9PESDEERR 122 ND N M
Tebutonazols ppt 1SPEGNBEAR 23,5 NI R WD
Tetraconazoie pob 12PEC08RIS 146 ND 1N ML
Thiahendazole Py 19RPEGURSRE 126 ME N e
Thisvloprid ppb 1GPEQOSESY g1.4 ME M MDD
Thiameathoxam ppb 18PEGORRIY 106 M N MDY
Trifloxystrobin prds 1SPEDIBA3G a5 8 N D NE
Uniconazole ool TRPEGO8EIR 13 NE S M
Vorionazole Pl 1BPEBNBRAS EFR M 8 i
Comments:

Definitions:

gl ~ parts per billion

Datection Lirl - Lowsst conceniration thal can be quantilativaly reporied with confidlence

NI - Mot Dntected above the imit of quaniification

Duplicate - Conceniration found i repeal sampie analysis

Spike Recovery - Recovery based on 2 known amount of active ingredient spiked into a similar-matrix, blank sample
Malrix Blank - A sidigr-malnix, blank sarmple 8 evaluated

PFrocess Blank - A sample without any maids (snil, vegeiation eicl s processed through the sample analysis procedurs
Instrument Blank ~ Injection sdvent s run 1o demonsivale no carryover belwesn injections on the instrument

BRIEF METHOD DESCRIPTION

Strobins in Water - Purpose and Scape
Strobins are fairly polar and are ususlly delermined by LO-MSMS. The imals of detection for the strobing are 1 ppb for fimit of
detection and 5 ppb for imit of quantitation,

Strobing iry Watsr - References
S Hlein ard L. Ader, JAQACE 8881 141801437 {20603

Btrobing in Watsr - Basic Pringiples
Strabin water samples are exracted inlo aquenus methano! ollowed by Bitration and preparaticn for LO-MEMME.

Azoles in water - Purpose and Scope

Azoles are not lonie and are sohuble in many organic sohvents. Several of them gre volatite enpugh for gas chromamograpty, but
in this laboratory, LC-MESAIS has been used for azole analysis. The imits of detertion for the azoles are 1 ppb for imit of
detection and § pph for imit of quantiiation,

Azoles in water - References
Analytical Methods for Pesticides and Flani Growth Regulators. (G, Sweig, ed ) Vol X, pp. 347 18.1.2.7 Kiein and Alder. JAQAC.
S8{53 10158-37 (20031 18.1.2.3 Ramsteiner el al, JAQAC BY {1y 192-201 {1974},

Azoles in water - Basglc Principles
Azole water samples can be exiracted n agueous methano!, filtered and prepared for LE-MSBMME anslysis.

Pormethrins in water - Purpose and Scope

The pyrethrouds gre neutral compounds, some of which may comaln the oydopropanecarbosylio ester group and some which do
not. Bome contaln the ~CN fovana) group. and most of the synihetic pyrethroids contain @ haingen. As esters, they are
susceptible to ydrolysis in basic solution, but not extremely so. They are quite nonpolar. so they are capable of being extracied
into 8 vanely of organic solvents. Thiey are usually stable lo gas chromalography, so BC-MEMME will be & common approach
their analysis. Most of these compounds oocur 83 ofs and rans isomers, so mulliple peaks may be observed. The fimits of
detection for the permethning are 1 ppb for imit of delsction and 5 ppb for Hiemit of quantitation.

Peymethring in water ~ References
Huang and Pignatello. JAOAC 73{3) 443448 (1990
AE, Smith. . Agrio. Foout Chem, 28 1111158 {18813
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Ramsteiner et al. JAOAC 57(1); 192-201 (1974)
Improved LC/MS/MS Pesticide Multiresidue Analysis Using Triggered MRM and Online Dilution.
hitps://www agilent.com/cs/library/applications/5991-7 193EN .pdf

Permethrins in water - Basic Principles
Water sample is blended with methanol/water and salt is added. The sample is then extracted with dichloromethane and dried
aver sodium sulfate. Sample is evaporaled and prepared for GC-MS/MS analysis.

Neonicotinoids in water - Purpose and Scope
Neonicotinoids are a class of neuro-active insecticides chemically similar to nicotine. The limits of detection for the
neonicotinoids are 1 ppb for limil of detection and 5 ppb for limit of gquantitation.

Neonicotinoids in water - References
J. Kiein and L. Alder, JAOACIH 86(5): 101501037 (2003}

Neonicotinoids in water - Basic Principles
Neonicotinoids are fairly polar and are extracted with aqueous acetonitrile, filtered and prepared for LC-MS/MS analysis.

Glyphosate and Glufosinate in water - Purpose and Scope
This method is used for the determination of glyphosate and glufosinate residue in water. The limits of detection for the
organophosphates are 3 ppb for limit of detection and 10 ppb for limit of quantitation.

Glyphosate and Glufosinate in water - References
P. Alferness and Y. lwata, J. Agric. Food Chem. 42 (12) 2751-59 (1994) for the derivatization for GC/MS
L. Lundgren, J. Agric. Food Chem. 34 535-538 (1986) (DNP derivative)

Glyphosate and Glufosinate in water - Basic Principles
Water sample is fillered and added to the anion exchange resin. Shake water/resin slurry and add to a chromatography column.
Glyphosate and Glufosinate is efuled with acidified water, evaporated, reconstituted and derivatized for LC-MS/MS analysis.

Reviewed By: Regina Wixon, Ph.D.
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Performed By:

South Dakota Agricultural Laboratories
1335 Western Avenue
Brookings . South Dakota 57006
Phone: 605-692-7328

E£-Mail: regina wixon@sdaglabs com

Report Date: 2019-12-04

Collected By: .
Nebraska Department of Environment & Energy
NE Dept of Env & Energy 1200 N St

Lincoln NE 95922

Phone: 402-471-2936

E-Mail: mark pomajzi@nebraska.gov

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :
Lab Sample id :
Customer Sample id :

Sample Description :

20191113-003
19PED08837

West Lagoon - AltEn
WS C WW - water

Date Collected : 2018-11-12
Date Received : 2018-11-13
RESULTS
DETECTION DATE OF DATE OF
ANALYTE UNIT AS RECEIVED LIMIT METHOD EXTRACTION  ANALYSIS
Acetamprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Azoxystrobin ppb 111 5 LC-MS/MS 2019-11-21 2019-11-22
Bifenthrin ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Brassinazole ppb ND 5 LC-MS/IMS 2019-11-21 2019-11-21
Chlorpyrifos-ethyl ppb <5 5 GC-MS/MS 2018-11-18 2019-11-22
Chiompyrifos-methyl ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Clothianidin ppb 31000 5 LC-MS/MS 2019-12-03 2019-12-03
Cyfluthrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyhalothrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2018-11-22
Cypermethrin 1-4 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Cyproconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Deltamethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Desthio-Prothioconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Difenoconazote ppb 66.2 5 LC-MS/MS 2019-11-21 2018-11-21
Dimoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Dinotefuron ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Epoxiconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluoxastrobin ppb 735 5 LC-MS/MS 2019-11-21 2019-11-22
Glufosinate ppb ND 10 LC-MS/MS 2019-11-14 2019-11-22
Glyphasate ppb 118 10 LC-MS/MS 2018-11-14 2019-11-22
Imidacloprid ppb 312 5 LC-MB/MS 2019-11-21 2018-11-21
ipconazole ppb 134 5 LC-MS/MS 2018-11-21 2019-11-21
Isavuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
itraconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Metconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Nitenpyram ppb ND 5 LC-MSB/MS 2019-11-21 2019-11-21
Orysastrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Permethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2018-11-22
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Picoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Posaconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Propiconazole ppb <5 5 LC-MS/MS 2019-11-21 2019-11-21
Prothioconazole ppb 150 5 LC-MS/MS 2019-11-21 2019-11-214
Pyraclostrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Ravuconazole ppb ND 5 LC-MS8/MS 2019-11-21 2019-11-21
Tebuconazole ppb 216 5 LC-MS/MS 2019-11-21 2019-11-21
Tetraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiabendazole ppb 2160 5 LC-MS/MS 2019-11-21 2019-11-21
Thiacloprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiamethoxam ppb 24000 5 LC-MSMMS 2019-12-03 2019-12-03
Trifloxystrobin ppb 53.3 5 LC-MS/MS 2019-11-21 2019-11-22
Uniconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Voriconazole ppb ND 5 LC-MSMS 2019-11-21 2019-11-21
QUALITY ASSURANCE
SPIKE MATRIX PROCESS INSTRUMENT

ANALYTE UNIT DUPLICATE

RECOVERY BLANK BLANK BLANK
Acetamprid ppb ND 98.5 ND ND ND
Azoxystrobin ppb 18PE0D8B38 85.5 ND ND ND
Bifenthrin ppb 19PE008836 111 ND ND ND
Brassinazole ppb 19PEDC08838 125 ND ND ND
Chlorpyrifos-ethyl ppb 19PE008836 108 ND ND ND
Chlorpyrifos-methyt ppb 18PE0088386 110 ND ND ND
Clothianidin ppb 32400 102 ND ND ND
Cyfluthrin 1-4 ppb 19PE008836 110 ND ND ND
Cyhalothrin -2 ppb 19PEO08B36 110 ND NB ND
Cypermethrin 1-4 ppb 18PEQ08836 108 ND ND ND
Cyproconazole ppb 18PECDB838 118 ND ND ND
Dellamethrin 1-2 ppb 18PE008836 108 ND ND ND
Desthio-Prothioconazole ppb 18PECD8838 119 ND ND ND
Difenoconazole ppb 18PE(GOBB38 116 ND ND ND
Dimoxystrobin ppb 19PE008838 123 ND ND ND
Dinotefuron ppb ND 956 ND ND ND
Epoxiconazole ppb 19PE00B838 110 ND ND ND
Fluconazole ppb 19PE008838 124 ND ND ND
Fluoxastrobin ppb 18PE0DB838 103 ND ND ND
Giufosinate ppb 19PE008836 112 ND ND ND
Glyphosate ppb 18PE008836 82.3 ND ND ND
Imidaclopnid ppb 315 108 ND ND N
Ipconazole ppb 19PEQ08838 103 ND ND ND
Isavuconazole ppb 19PEOOB838 118 ND ND ND
ltraconazole ppb 19PEQ08838 130 ND ND ND
Melconazole ppb 19PEDQ08838 110 ND ND ND
Nitenpyram ppb ND 105 ND ND ND
Orysastrobin ppb 19PEQ08838 108 ND ND ND
Permethrin 1-2 ppb 19PEO(BB36 107 ND ND ND
Picoxystrobin ppb 19PE008838 107 ND ND ND
Posaconazole ppb 18PEG(B838 17 ND ND ND
Propiconazole ppb 19PEOOB838 118 ND ND ND
Prothioconazole ppb 19PEG08838 122 ND ND ND
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Pyraclostrobin ppb 19PEQ08838 105 ND ND ND

Ravuconazole ppb 19PED08838 122 ND ND ND
Tebuconazole ppb 19PEQ08838 93.5 ND ND ND
Tetraconazole ppb 19PE0D8B38 116 ND ND ND
Thiabendazole ppb 19PED0BA38 126 ND ND ND
Thiacloprid ppb ND 914 ND ND ND
Thiamethoxam ppb 23300 123 ND ND ND
Trifloxystrobin ppb 18PED0SB38 896.5 ND ND ND
Uniconazole ppb 19PE00S8838 122 ND ND ND
Voriconazole ppb 19PEDN08838 97.9 ND ND ND
Comments:

Definitions:

ppb - parts per billion

Detection Limit - Lowest concentration thal can be quantitatively reported with confidence

ND - Not Detected above the limit of quantification

Duplicate - Concentration found in repeat sample analysis

Spike Recovery - Recovery based on a known amount of active ingredient spiked into a similar-matrix, blank sample
Matrix Blank ~ A similar-matrix, blank sample is evaluated

Process Blank - A sample without any matrix {soll, vegetation etc) is processed through the sample analysis procedure
instrument Blank - Injection solvent is run to demonstrate no carryover between injections on the instrument

BRIEF METHOD DESCRIPTION

Strobins in Water - Purpose and Scope
Strobins are fairly potar and are usually determined by LC-MS/MS. The limits of detection for the strobins are 1 ppb for limit of
detection and 5 ppb for limit of quantitation.

Strobins in Water - References
J. Klein and L. Alder, JAOACH 86(5): 101501037 (2003)

Strobins in Water - Basic Principles
Strobin water samples are extracted into aqueous methanol followed by filtration and preparation for LC-MS/MS.

Azoles in water - Purpose and Scope

Azoles are not ionic and are soluble in many organic solvents. Several of them are volatile enough for gas chromatography, but
in this laboratory, LC-MS/MS has been used for azole analysis. The limils of delection for the azoles are 1 ppb for limit of
detection and 5 ppb for limit of quantitation.

Azoles in water - References
Analytical Methods for Pesticides and Plant Growth Regulators. (G. Zweig, ed.} Vol X, pp. 347 19.1.2.2 Klein and Alder. JAOAC.
BB(5). 1015-37 (2003). 19.1.2.3 Ramsteiner et al. JAOAC. 57(1); 192-201 (1874).

Azoles in water - Basic Principles
Azole water samples can be extiracted in aqueous methanol, filtered and prepared for LC-MS/MS analysis.

Permethrins in water - Purpose and Scope

The pyrethroids are neutral compounds, some of which may contain the cyclopropanecarboxylic ester group and some which do
not. Some contain the —~CN {cyano) group, and most of the synihetic pyrethroids contain a halogen. As esters, they are
susceptible to hydrotysis in basic solution, but not exiremely so. They are quite nonpolar, so they are capable of being extracted
into a variety. of organic solvents. They are usually stable {o gas chromatography, so GC-MS/MS will be a common approach to
their analysis. Most of these compounds occur as cis and trans isomers, so multiple peaks may be observed. The limils of
detection for the permethrins are 1 ppb for limit of detection and 5 ppb for limit of quantitation.

Permethrins in water - References
Huang and Pignatelio. JAOAC 73(3}); 443-448 (1990
A.E. Smith. J. Agric. Food Chem. 28: 111-115 (1981)
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Ramsteiner et al. JAOAC 57(1); 182-201 {1974)
improved LC/MS/MS Pesticide Multiresidue Analysis Using Triggered MRM and Online Dilution.
hitps:/www agilent.com/cs/library/applications/5391-7 193EN . pdf

Permethrins in water - Basic Principles
Water sample is blended with methanol/water and salt is added. The sample is then extracted with dichloromethane and dried
over sodium sulfate. Sample is evaporated and prepared for GC-MS/MS analysis.

Neonicotinoids in water - Purpose and Scope
Neonicotinoids are a class of neuro-active insecticides chemically similar to nicotine. The limits of detection for the
neonicotinoids are 1 ppb for imit of detection and 5 ppb for limit of quantitation.

Neonicotinoids in water - References
J. Klein and L. Alder, JAOACI 86(5): 101501037 {2003)

Neonicotinoids in water - Basic Principles
Neonicotinoids are fairly polar and are extracted with aqueous acetonitrite, filtered and prepared for LC-MS/MS analysis.

Glyphosate and Glufosinate in water - Purpose and Scope
This method is used for the determination of glyphosate and glufosinate residue in water. The limits of detection for the
organophosphates are 3 ppb for limit of detection and 10 ppb for limit of quantitation.

Glyphosate and Glufosinate in water - References
P. Alferness and Y. lwata, J. Agric. Food Chem. 42 (12) 2751-59 (1994) for the derivatization for GC/MS
L. Lundgren, J. Agric. Food Chem. 34 535-538 (1986) (DNP derivative)

Glyphosate and Glufosinate in water - Basic Principles
Water samiple is filtered and added io the anion exchange resin. Shake water/resin slurry and add to a chromatography column.
Glyphosate and Glufosinate is eluted with acidified water, evaporated, reconstiluted and derivatized for LC-MS/MS analysis.

Reviewed By: Regina Wixon, Ph.D.
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Performed By:

South Dakota Agricultural Laboratories
1335 Western Avenue

Brookings, South Dakota 57006
Phone: 605-692-7325

E-Mail: regina wixoni@sdaglabs .com

Report Date: 2019-12-04

Collected By:

Nebraska Department of Environment & Energy
NE Dept of Env & Energy 1200 N 5t

Lincoin NE 95922

Phone: 402-471-2936

E-Mail: mark.pomajzi@nebraska.gov

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :

Lab Sample Id :

Customer Sample id .

Sample Description :

20191113-003
19PE008838

Field Biank (Between North Lagoon and South Lagoon
Sampling) - AltEn

WS C WW - water

Date Collected : 2019-11-12
Date Received : 2019-11-13
RESULTS
DETECTION DATE OF DATE OF
ANALYTE UNIT AS RECEIVED LIMIT METHOD EXTRACTION  ANALYSIS
Acetamprid ppb ND 5 LC-MS/HMS 2018-11-21 2018-11-21
Azoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Bifenthrin ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Brassinazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Chiorpyrifos-ethyl ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Chlorpyrifos-methyl ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Clothianidin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Cyfluthrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyhalothrin 1-2 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Cypermethrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyproconazote ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Deltamethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Desthio-Prothioconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Difenoconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Dimoxystrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Dinotefuron ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Epoxiconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Fluconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluoxastrobin npb ND 5 LC-MS/MMS 2019-11-21 2019-11-22
Glufosinate ppb <10 10 LC-MS/MS 2019-11-14 2019-11-22
Glyphosate ppb <10 10 LC-MS/MS 2019-11-14 2019-11-22
imidacloprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Ipconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Isavuconazole ppb ND 5 LC-M8/MS 2019-11-21 2019-11-21
ltraconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Metconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Nitenpyram ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Orysastrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Page 9 of 24

ED_005558_00000326-00092



Permethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Picoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2018-11-22
Posaconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Propiconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Prothioconazole ppb ND 5 LC-M3/MS 2019-11-21 2019-11-21
Pyraciosirobin ppb ND 5 LC-MS/MS 2019-11-21 2018-11-22
Ravuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-214
Tebuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Tetraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiabendazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Thiaclopnd ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiamethoxam ppb <5 5 LC-MS/MS 2019-11-21 2010-11-21
Trifloxystrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Uniconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Voriconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
QUALITY ASSURANCE
SPIKE MATRIX PROCESS INSTRUMENT

ANALYTE UNIT DUPLICATE RECOVERY BLANK BLANK BLANK
Acetamprid ppb 19PED0BB37 96.5 ND ND ND
Azoxystrobin ppb ND 955 ND ND ND
Bifenthrin ppb 19PED08B36 111 ND ND ND
Brassinazole ppb ND 125 ND ND ND
Chiorpyrifos-sthy! ppb 19PE0088385 109 ND ND ND
Chilorpyrifos-methy! ppb 19PE00B836 110 ND ND ND
Clothianidin ppb 19PE008837 124 ND ND ND
Cyfluthrin 1-4 ppb 19PECOBB36 110 ND ND ND
Cyhalothrin 1-2 ppb 19PEDO8836 110 ND ND ND
Cypermethrin 1-4 ppb 19PED0B836 108 ND ND ND
Cyproconazole ppb ND 118 ND ND ND
Deltamethrin 1-2 ppb 19PEGC8836 108 ND ND ND
Desthio-Prothioconazole ppb ND 119 ND ND ND
Difenoconazole ppb ND 116 ND ND ND
Dimoxystrobin ppb ND 123 ND ND ND
Dinotefuron ppb 19PECO8837 956 ND ND ND
Epoxiconazole ppb ND 110 ND ND ND
Fluconazole ppb ND 124 ND ND ND
Fluoxasirobin pph ND 103 ND ND ND
Glufosinate ppb 19PEQ0B836 112 ND ND ND
Glyphosate ppb 19PEG08836 82.3 ND ND ND
imidacloprid ppb 19PE00GB837 108 ND ND ND
Ipconazole ppb ND 103 ND ND ND
isavuconazole ppb ND 118 ND ND ND
ltraconazole ppb ND 130 ND ND ND
Metconazole ppb ND 110 ND ND ND
Nitenpyram ppb 19PEQC8837 105 ND ND ND
Orysastrobin ppb ND 108 ND ND ND
Permethrin 1-2 ppb 19PE008836 107 ND ND ND
Picoxystrobin ppb ND 107 ND ND ND
Posaconazole ppb ND 117 ND ND ND
Propiconazote ppb ND 116 ND ND ND
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Prothioconazole ppb ND 122 ND ND ND

Pyraclostrobin ppb ND 105 ND ND ND
Ravuconazole ppb ND 122 ND ND ND
Tebuconazole ppb ND 93.5 ND ND ND
Tetraconazole ppb ND 116 ND ND ND
Thiabendazole ppb ND 126 ND ND ND
Thiacloprid ppb 19PED0BB37 91.4 ND ND ND
Thiamethoxam ppb 19PE008837 106 ND ND ND
Trifloxystrobin ppb ND 96.5 ND ND ND
Uniconazole ppb ND 122 ND ND ND
Voriconazole ppb ND 97.9 ND ND ND
Comments:

Definitions:

ppb - parts per billion

Detection Limit - Lowest concentration thal can be quantitatively reported with confidence

ND - Not Detecied above the limit of quantification

Duplicate - Concentration found in repeat sample analysis

Spike Recovery - Recovery based on a known amount of aclive ingredient spiked into a similar-matrix, blank sample
Matrix Blank - A similar-matrix, blapk sample is evaluated

Process Blank - A sample without any malrix (soil, vegetation etc) is processed through the sample analysis procedure
Instrument Blank - Injection solvent is run to demonstirate no carryover between injections on the instrument

BRIEF METHOD DESCRIPTION

Strobins in Water - Purpose and Scope
Strobins are fairly polar and are usually determined by LC-MS/MS. The limils of detection for the sirabins are 1 ppb for limit of
detection and & ppb for limit of quantitation.

Strobins in Water - References
J. Klein and L. Alder, JAOAC! 86(5). 101501037 (2003}

Strobins in Water - Basic Principles
Strobin water samples are extracted into aqueous methanol foliowed by filtration and preparation for LC-MS/MS.

Azoles in water - Purpose and Scope

Azoles are not ionic and are soluble in many organic solvents. Several of them are volatile enough for gas chromatography, but
in this laboratory, LC-MS5/MS has been used for azole analysis. The limits of detection for the azoles are 1 ppb for limit of
detection and & ppb for limit of quantitation.

Azoles in water - References
Analytical Methods for Pesticides and Plant Growth Regulators. (G. Zweig, ed.) Vol.X, pp. 347 19.1.2.2 Klein and Alder. JACAC.
B86(5): 1015-37 (2003). 19.1.2.3 Ramsteiner et al. JAOAC. 57(1). 182-201 {1974).

Azoles in water - Basic Principles
Azole water samples can be extracted in agueous methanol, filtered and prepared for LC-MS/MS analysis.

Permethrins in water - Purpose and Scope

The pyrethroids are neutral compounds, some of which may contain the cyclopropanecarboxylic ester group and some which do
not. Some contain the ~CN (cyano) group, and most of the synthetic pyrethroids contain a halogen. As esters, they are
susceptible to hydrolysis in basic solution, but not extremely so. They are quite nonpolar, so they are capable of being extracted
into a variety of organic solvents. They are usually stable to gas chromatography, so GC-MS/MS will be a common approach to
their analysis. Most of these compounds occur as cis and trans isomers, so multiple peaks may be observed. The limits of
detection for the permethrins are 1 ppb for fimit of detection and 5 ppb for limit of quantitation.

Permethrins in water - References
Huang and Pignatellc. JACAC 73(3): 443-4486 (1990
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AE. Smith. J. Agric. Food Chem. 29: 111-115 (1981)

Ramsteiner et al. JAOAC 57(1): 192-201 (1974}

improved LC/MS/MS Pesticide Multiresidue Anatlysis Using Triggered MRM and Online Dilution,
hitps:/fwww agitent.com/csflibrary/applications/5991-7 193EN . .pdf

Permethrins in water - Basic Principles
Water sample is blended with methanol/water and salt is added. The sample is then extracted with dichloromethane and dried
over sodium sulfate. Sample is evaporated and prepared for GC-MS/MS analysis.

Neonicotinoids in water - Purpose and Scope
Neonicotinoids are a class of neuro-active insecticides chemically similar to nicotine. The limits of detection for the
neonicotinoids are 1 ppb for limit of detection and 5 ppb for limit of quantitation.

Neonicotinoids in water - References
J. Klein and L. Alder, JACAC! B6(5): 101501037 (2003)

Neonicotinoids in water - Basic Principles
Neonicotinoids are fairly polar and are extracted with aqueous acetonitrile, filtered and prepared for LC-MS/MS analysis.

Glyphosate and Glufosinate in water - Purpose and Scope
This method is used for the determination of glyphosate and glufosinate residue in water. The limits of detection for the
organophosphates are 3 ppb for limit of detection and 10 ppb for limit of quantitation. -

Glyphosate and Glufosinate in water - References
P. Alferness and Y. lwata, J. Agric. Food Chem. 42 (12) 2751-59 (1994) for the derivatization for GC/MS
L. Lundgren, J. Agric. Food Chem. 34 535-538 (1986) (DNP derivative)}

Glyphosate and Glufosinate in water - Basic Principles
Water sample is filtered and added to the anion exchange resin. Shake water/resin slurry and add to a chromatography column.
Glyphosate and Glufosinate is eluted with acidified water, evaporated, reconstituted and derivatized for LC-ME/MS analysis.

Reviewed By: Regina Wixon, Ph.D.
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Performed By:

South Dakota Agricultural Laboratories
1335 Western Avenue

Brookings, South Dakota 57006
Phone: 605-692-7325

E-Mail: regina. wixon@sdagiabs.com

Report Date: 2019-12-04

Collected By:

Netraska Department of Environment & Energy
NE Dept of Env & Energy 1200 N St

Lincoln \NE 95922

Phone: 402-471-2936

E-Mait: mark.pomajzi@nebraska.gov

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package Id :
Lab Sample Id :
Customer Sample id :

Sample Description :

20191113-003

19PEGDB839

North Lagoon Duplicate Sample AEn
W8S C WW - water

Date Coilected : 2019-11-12
Date Received : 2019-11-13
RESULTS
ANALYTE UNIT AS RECEWVED DETECTION METHOD DATE OF DATE OF
LEVIT EXTRACTION  ANALYSIS
Acetamprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Azoxystrobin ppb 324 5 LC-MS/MS 2018-11-21 2019-11-22
Bifenthrin ppb <5 5 GC-MSIMS 2019-11-18 2018-11-22
Brassinazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Chiompyrifos-ethyl ppb <§ 5 GC-MS/MS 2018-11-18 2019-11-22
Chiorpyrifos-methyi ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Clothianidin ppb 5380 5 LC-MS/MS 2019-11-21 2019-11-29
Cyfluthrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyhalothrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cypermethrin 1-4 ppb ND 5 GC-MS/IMS 2018-11-18 2319-11-22
Cyproconazole ppb ND ) LC-MS/MS 2019-11-21 2019-11-21
Deltamethrin 1-2 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Desthio-Prothioconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Difenoconazole ppb 61.7 5 LC-MS/MS 2019-11-21 2018-11-21
Dimoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Dinotefuron ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Epoxiconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Fluconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Fluoxastrobin ppb 312 5 LC-MS/MS 2018-11-21 2019-11-22
Glufosinate ppb <10 10 LC-MS/MS 2019-11-14 2019-11-22
Glyphosate ppb 200 10 LC-MSMS 2018-11-14 2019-11-22
imidacioprid ppb 40.8 5 LC-MSIMS 2019-11-21 2019-11-21
Ipconazole ppb 166 5 LC-MS/MS 2019-11-21 2018-11-21
Isavuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019~11-21
ltraconazole ppb ND 5 LC-MS/MS 20198-11-21 2019-11-21
Meiconazole ppb <5 5 LC-MS/MS 2019-11-21 2018-11-21
Nitenpyram ppb ND 5 LC-MB/MS 2018-11-21 2019-11-21
Orysastrobin ppb ND 5 LC-MS/MS 2019-11-21 2018-11-22
Permethrin 1-2 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
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Picoxystrabin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Posaconazole ppb ND 5 LC-MSIMS 2019-11-21 2019-11-21
Propiconazole ppb 17.0 5 LC-MB/MS 2019-11-21 2019-11-21
Prothioconazole ppb 141 5 LC-MS/MS 2019-11-21 2019-11-21
Pyraclostrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Ravuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Tebuconazole ppb 627 5 LC-MS/MS 2019-11-21 2019-11-21
Tetraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiabendazole ppb 2470 5 LC-MS/MS 2019-11-21 2019-11-21
Thiacloprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiamethoxam ppb 2360 5 LC-MS/MS 2019-11-21 2019-11-21
Trifloxystrobin ppb 324 5 LC-MS/MS 2019-11-21 2019-11-22
Uniconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Voriconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
QUALITY ASSURANCE
ANALYTE UNIT DUPLICATE SPIKE MATRIX PROCESS INSTRUMENT
RECOVERY BLANK BLANK BLANK
Acetamprid ppb 19PEQ08837 98.5 ND ND ND
Azoxystrobin ppb 19PE00B838 95,5 ND ND ND
Bifenthrin ppb 189PEO08836 111 ND ND ND
Brassinazole ppb 19PEDO0B838 125 ND ND ND
Chlorpyrifos-ethyl ppb 18PE008836 109 ND ND ND
Chilorpyrifos-methyl ppb 18PEQ0B836 110 ND ND ND
Clothianidin ppb 19PE008837 102 ND ND ND
Cyfluthrin 1-4 ppb 19PECC8836 110 ND ND ND
Cyhalothrin 1-2 ppb 18PEQ08836 110 ND ND ND
Cypermethrin 1-4 ppb 19PEO0S836 108 ND ND ND
Cyproconazole ppb 19PEQ0B838 118 ND ND ND
Deltamethrin 1-2 ppb 19PE008836 108 ND ND ND
Desthio-Prothioconazole ppb 19PE008838 119 ND ND ND
Difenoconazole ppb 19PEQ0B838 1186 ND ND ND
Dimoxystrobin ppb 19PEQ08838 123 ND ND ND
Dinotefuron ppb 19PEQ0B837 956 ND ND ND
Epoxiconazole ppb 19PEO08838 110 ND ND ND
Fluconazole ppb 19PE008838 124 ND ND ND
Fluoxastrobin ppb 19PE00B838 103 ND ND ND
Glufosinate ppb 19PEG08836 112 ND ND ND
Glyphosate ppb 18PEODBB36 82.3 ND ND ND
imidacloprid ppb 19PE008837 108 ND ND ND
Ipconazole ppb 19PE00BB38 103 ND ND ND
Isavuconazole ppb 19PE0C08838 118 ND ND ND
traconazole ppb 19PED08838 130 ND ND ND
Metconazole ppb 18PE008838 110 ND ND ND
Nitenpyram ppb 19PEO08837 105 ND ND ND
Orysastrobin ppb 19PE0(8838 108 ND ND ND
Permethrin 1-2 ppb 19PE00B836 107 ND ND ND
Picoxystrobin ppb 19PE008838 107 ND ND ND
Posaconazole ppb 19PE008838 117 ND ND ND
Propiconazole ppb 19PE008838 116 ND ND ND
Prothioconazole ppb 19PE008838 122 ND ND ND
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Pyraclostrobin ppb 19PE008B38 105 ND ND ND

Ravuconazole ppb 19PEQ08838 122 ND ND ND
Tebuconazole ppb 19PEQ08838 893.5 ND ND ND
Tetraconazole ppb 19PE008838 116 ND ND ND
Thiabendazole ppb 19PE00B838 126 ND ND ND
Thiacloprid ppb 19PEOD8B37 914 ND ND ND
Thiamethoxam ppb 19PEQ08837 106 ND ND ND
Triffoxystrobin ppb 19PEQ0RB38 96.5 ND ND ND
Uniconazole ppb 19PE0(BB38 122 ND ND ND
Voriconazole ppb 19PEQ08838 897.9 ND ND ND
Comments:

Definitions:

ppb - parts per bitlion

Detection Limit - Lowest concentration that can be quantitatively reported with confidence

ND - Not Detected above the imit of quantification

Duplicate - Concentration found in repeat sample analysis

Spike Recovery - Recovery based on a known amount of active ingredient spiked into a similar-matrix, blank sample
Matrix Blank - A similar-miatrix, blank sample is evaluated

Process Blank - A sample without any matrix {(soil, vegetation elc) is processed through the sample analysis procedure
Instrument Blank - Injection solvent is run to demonstrate no carryover between injections on the instrument

BRIEF METHOD DESCRIPTION

Strobins in Water - Purpose and Scope
Strobins are fairly polar and are usually determined by LC-MS/M3. The limits of detection for the strobins are 1 ppb for limit of
detection and 5 ppb for limit of quantitation.

Strobins in Water - References
J. Klein and L. Alder, JAOACH 86(5): 101501037 (2003)

Strobins in Water - Basic Principles
Strobin water samples are extracted into aqueous methanol followed by filtration and preparation for LC-MS/MS.

Azoles in water - Purpose and Scope

Azoles are not ionic and are soluble in many organic solvents, Several of them are volatile enough for gas chromatography. but
in this laboratory, LC-MS/MS has been used for azole analysis. The limits of detection for the 3zoles are 1 ppb for limit of
detection and & ppb for limit of quantitation.

Azoles in water - References
Analytical Methods for Pesticides and Plant Growth Regulators. (G. Zweig, ed.) Vol.X pp. 347 19.1.2.2 Klein and Alder. JACAC.
86(5). 1015-37 (2003). 19.1.2.3 Ramsteiner et al. JAOAC. 57(1): 182-201 (1974).

Azoles in water - Basic Principles
Azole water samples can be exiracted in aqgueous methanol, filtered and prepared for LC-MS/MS analysis.

Permethrins in water - Purpose and Scope

The pyrethroids are neutral compounds, some of which may contain the cyclopropanecarboxylic ester group and some which do
not. Some contain the ~CN {cyano) group, and most of the synthetic pyrethroids contain a halogen. As esters, they are
susceptible 10 hydrolysis in basic solution, but not extremely so. They are quite nonpolar, so they are capable of being extracted
into a variety of organic solvents, They are usually stable lo gas chromatography, so GC-MS/MS will be a common approach 1o
their analysis. Most of these compounds occur as ¢is and trans isomers, so multiple peaks may be observed. The limits of
detection for the permethrins are 1 ppb for limit of detection and 5 ppb for limit of quantitation.

Permethrins in water - References
Huang and Fignatello. JACGAC 73(3): 443-446 (1990
AE. Smith. J. Agric. Food Chem. 29: 111-115 (1881}
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Ramsteiner et al. JAOAC 57(1) 192-201 (1974)
improved LC/MS/MS Pesticide Multiresidue Analysis Using Triggered MRM and Online Dilution.
hitps://www.agilent. com/cs/library/applications/5891-7193EN.pdf

Permethrins in water - Basic Principles
Water sample is blended with methanol/water and salt is added. The sample is then extracted with dichloromethane and dried
aver sodium sulfate. Sample is evaporated and prepared for GC-MS/MS analysis.

Neonicotinoids in water - Purpose and Scope
Neonicotinoids are a class of neuro-active insecticides chemically similar to nicotine. The limits of detection for the
neonicotinoids are 1 ppb for limit of delection and 5 ppb for limit of quarntitation.

Neonicotinoids in water - References
J. Klein and L. Alder, JADACI 86(5): 101501037 (2003}

Neonicotinoids in water - Basic Principles
Neonicotinoids are fairly polar and are exiracted with aqueous acetonitrile, filtered and prepared for LC-MS/MS analysis.

Glyphosate and Glufosinate in water - Purpose and Scope
This method is used for the determination of glyphosate and glufosinate residue in water. The limits of detection for the
organophosphates are 3 ppb for limit of detection and 10 ppb for limit of quantitation.

Glyphosate and Glufosinate in water - References
P. Alferness and Y. lwata, J. Agric. Food Chem. 42 (12) 2751-53 (1994) for the derivatization for GC/MS
L. Lundgren, J. Agric. Food Chem. 34 535-538 (1986} (DNP derivalive)

Glyphosate and Glufosinate in water - Basic Principles
Water sample is filtered and added to the anion exchange resin. Shake water/resin slurry and add to a chromatography column.
Glyphosate and Glufosinate is eluted with acidified water, evaporated, reconstiluted and derivatized for LC-MS/MS analysis.

Reviewed By: Regina Wixon, Ph.D.
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Performed By:

South Dakota Agricultural Laboratories
1335 Western Avenue
Brookings.South Dakota 57006
Phone: 605-692-7325

E-Mail: regina wixon@sdaglabs.com

Report Date: 2019-12-04

Collected By:

Nebraska Department of Environment & Energy
NE Dept of Env & Energy 1200 N St

Lincoin NE 95922

Phone: 402-471-2936

E-Mail: mark pomajzi@nebraska.gov

Final Report

South Dakota Agricultural Laboratories has examined the sample of

Limfinite Package id :
Lab Sample Id :
Customer Sample Id -

Sample Description :

20191113-003
19PEQ09039

Trip Blank - AREn
Trip Blank - AHEn

Date Coliected : 2018-11-12
Date Received : 2019-11-13
RESULTS
DETECTION DATE OF DATE OF
ANALYTE UNIT AS RECEIVED LIMIT METHOD EXTRACTION  ANALYSIS
Acetamprid ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Azoxystrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Bifenthrin ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Brassinazole ppb ND 5 LC-MS/MS 2018-11-21 2018-11-21
Chlorpyrifos-ethyl ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Chlorpyrifos-methy! ppb <5 5 GC-MS/MS 2019-11-18 2019-11-22
Clothianidin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Cyfluthrin 1-4 ppb ND 5 GC-MS/MS 2019-11-18 2019-11-22
Cyhalothrin 1-2 ppb ND 5 GC-MS/MS3 2019-11-18 2019-11-22
Cypermethrin 1-4 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Cyproconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Deltamethrin 1-2 ppb ND 5 GC-MS/MS 2018-11-18 2019-11-22
Desthio-Prothioconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Difernioconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Dimoxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Dinotefuron ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Epoxiconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Fluoxastrobin ppb ND 5 LC-MSB/MS 2019-11-21 2019-11-21
Glufosinate pph <10 10 LC-MS/MS 2019-11-19 2019-11-22
Glyphosate ppb <10 10 LC-MS/MS 2019-11-19 2019-11-22
imidacioprid ppb ND 5 LC-M8/MS 2019-11-21 2019-11-21
ipconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
isavuconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
ltraconazole ppb <5 5 LC-MS/MS 2019-11-21 2019-11-21
Metconazole ppb ND 5 LC-MS/MS 2019-11-214 2018-11-21
Nitenpyram ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Orysastrobin ppb ND 5 LC-MSIMS 2019-11-21 2018-11-22
Permethrin 1-2 peb ND 5 GC-MS/MS 2019-11-18 2019-11-22
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Picoxystrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Posaconazole ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Propiconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Prothicconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Pyraclostrobin ppb ND 5 LC-MS/MS 2019-11-21 2019-11-22
Ravuconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Tebuconazale ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Tetraconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Thiabendazole ppb ND 5 LC-MSMS 2019-11-21 2018-11-21
Thiacloprid ppb ND 5 LC-MS/MS 2019-11-21 2018-11-21
Thiamethoxam ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
Trifloxystrobin ppb ND 5 LC-MS/MS 2018-11-21 2019-11-22
Uniconazole ppb ND 5 LC-MS/MS 2018-11-21 2019-11-21
Voriconazole ppb ND 5 LC-MS/MS 2019-11-21 2019-11-21
QUALITY ASSURANCE
SPIKE MATRIX PROCESS INSTRUMENT

ANALYTE UNIT DUPLICATE RECOVERY BLANK BLANK BLANK
Acetamprid ppb 19PE008837 96.5 ND ND ND
Azoxystrobin ppb 19PE008838 955 ND ND ND
Bifenthrin ppb 19PE00B836 111 ND ND ND
Brassinazole ppb 19PE00E838 125 ND ND ND
Chiarpyrifos-ethyl ppb 19PEDDB836 109 ND ND ND
Chiorpyrifos-methyl ppb 19PE008B36 110 ND ND ND
Clothianidin ppb 19PEQOB837 124 ND ND ND
Cyfluthrin 1-4 ppb 19PE008836 110 ND ND ND
Cyhalothrin 1-2 ppb 19PE008836 110 ND ND ND
Cypermethrin 1-4 ppb 19PEODB836 108 ND ND ND
Cyproconazole ppb 18PEQCD8838 118 ND ND ND
Deltamethrin 1-2 ppb 19PEDOB836 108 ND ND ND
Desthio-Prothioconazole ppb 19PE00B838 118 ND ND ND
Difenoconazole ppb 19PE008838 116 ND ND ND
Dimoxystrobin ppb 19PEQ08838 123 ND ND ND
Dinotefuron ppb 19PEGCO8837 95.6 ND ND ND
Epoxiconazole ppb 19PEQD8838 110 ND ND ND
Fluconazole ppb 19PE008838 124 ND ND ND
Fluoxastrobin ppb 18PEQDB838 103 ND ND ND
Glufosinate ppb <10 735 ND ND ND
Glyphosate ppb <10 83.7 ND ND ND
Imidadioprid ppb 19PEQD8837 108 ND ND ND
Ipconazole ppb 19PE008838 103 ND ND ND
Isavuconazole ppb 19PEDOB838 118 ND ND ND
ltraconazole ppb 19PE008838 130 ND ND ND
Metconazole ppb 19PE008838 110 ND ND ND
Nitenpyram ppb 19PEG08837 105 ND ND ND
Orysastrobin ppb 19PEC08838 108 ND ND ND
Permethrin 1-2 ppb 18PEQOBB36 107 ND ND ND
Picoxystrobin ppb 19PEO08838 107 ND ND ND
Posaconazole ppb 19PEQN0B838 117 ND ND ND
Propiconazole ppb 18PE008838 1186 ND ND ND
Prothioconazole ppb 19PEG08B838 122 ND ND ND
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Pyraclostrobin ppb 19PED08838 105 ND ND ND

Ravuconazole ppb 19PENOBB38 122 ND ND ND
Tebuconazole ppb 18PE008838 93.5 ND ND ND
Tetraconazole ppb 18PED08838 116 ND ND ND
Thiabendazole ppb 19PEN08838 126 ND ND ND
Thiacloprid ppb 19PEQ08B37 91.4 ND ND ND
Thiamethoxam ppb 19PEQ08B37 106 ND ND ND
Trifloxystrobin ppb 19PEDO8838 96.5 ND ND ND
Uniconazole ppb 19PEDOBB3S 122 ND ND ND
Voriconazole ppb 19PEJ08838 97.9 ND ND ND
Comments:

Definitions:

ppb - parts per billion

Detection Limit - Lowest concentration that can be guantitatively reported with confidence

ND - Not Detected above the limit of quantification

Duplicate - Concentration found in repeat sample analysis

Spike Recovery - Recovery based on a known amount of active ingredient spiked into a simitar-matrix, blank sample
Matrix Blank - A simitar-matrix, biank sample is evaluated

Process Blank - A sample without any matrix (solf, vegetation elc} is processed through the sample analysis procedure
Instrument Blank - Injection solvent is run o demonstrate no carryover between injections on the instrument

BRIEF METHOD DESCRIPTION

Strobins in Water - Purpose and Scope
Strobins are fairly polar and are usually determined by LC-MS8/MS. The limits of detection for the strobins are 1 ppb for limit of
detection and 5 ppb for imit of quantitation.

Strobhins in Water - References
J. Klein and L. Alder, JAQACI 86(5). 101501037 {2003)

Strobins in Water - Basic Principles
Strobin water samples are extracled into agueous methanol followed by filtration and preparation for LC-MS/MS.

Azoles in water - Purpose and Scope

Azoles are not ionic and are soluble in many organic solvents. Several of them are volatile enough for gas chromatography, but
in this laboratory, LC-MS/MS has been used for azole analysis. The limits of detection for the azoles are 1 ppb for limit of
detection and 5 ppb for limit of guantitation.

Azoles in water - References
Analytical Methods for Pesticides and Plant Growth Reguiators. (G, Zweig. ed.} Vol.X. pp. 347 19.1.2.2 Klein and Alder. JAOAC.
86(5); 1015-37 (2003). 19.1.2.3 Ramsteiner et al. JAOAC. 57(1): 182-201 (1974).

Azoles in water - Basic Principles
Azole water samples can be extracted in aqueous methanot, filtered and prepared for LC-MS/MS analysis.

Permethrins in water - Purpose and Scope

The pyrethroids are neutral compounds, some of which may contain the cyclopropanecarboxytic ester group and some which do
not. Same contain the ~CN {cyano) group, and most of the synthetic pyrethroids contain a halogen. As esters, they are
susceptible to hydrolysis in basic solution, but not extremely so. They are quile nonpolar, so they are capable of being exiracted
into a variety of organic solvents. They are usually stable to gas chromatography, so GC-MS/MS will be a common approach {o
their analysis. Most of these compounds accur as ¢is and trans isomers, so multiple peaks may be observed. The limits of
detection for the permethrins are 1 ppb for limit of detection and 5 ppb for limit of guantitation.

Permethrins in water - References
Huang and Pignatetio. JAOAC 73(3}): 443-446 (1990
AE. Smith. J. Agric. Food Chem, 28: 111-115 (1981)

Page 19 of 24

ED_005558_00000326-00102



Ramsteiner et al. JAOAC 57¢1). 192-201 (1974)
Improved LC/MS/MS Pesticide Multiresidue Analysis Using Triggered MRM and Onfine Dilution.
hitps:/iwww agitent.com/cs/library/applications/5891-7193EN. pdf

Permethrins in water - Basic Principles
Water sample is blended with methanol/water and salt is added. The sample is then extracted with dichloromethane and dried
over sodium sulfate. Sample is evaporated and prepared for GC-MS/MS analysis.

Neonicotinoids in water - Purpose and Scope
Meonicolinoids are a class of neuro-active insecticides chernically similar to nicotine. The limits of detection for the
neonicotinoids are 1 ppb for limit of detection and 5 ppb for limit of quantitation.

Neonicotinoids in water - References
J. Klein and L. Alder, JAOACH 86(5): 101501037 (2003)

Neonicotinoids in water - Basic Principles
Neonicotinoids are fairly polar and are extracted with agueous acetonitrile, filtered and prepared for LC-MS/MS analysis.

Glyphosate and Glufosinate in water - Purpose and Scope
This method is used for the determination of glyphosate and glufosinate residue in water. The limits of detection for the
organophosphates are 3 ppb for timit of detection and 10 ppb for limit of quantitation.

Glyphosate and Glufosinate in water - References
P. Alferness and Y. lwata, J. Agric. Food Chem. 42 (12) 2751-59 (1994) for the derivatization for GC/MS
L. Lundgren, J. Agric. Food Chem. 34 535-538 (1986) (DNP derivative)

Glyphosate and Glufosinate in water - Basic Principles
Waler sampie is filtered and added to the anion exchange resin. Shake water/resin slurry and add to a chromatography column.
Glyphosate and Glufosinate is eluted with acidified water, evaporated, reconstituted and derivatized for LC-MS/MS analysis.

Reviewed By: Regina Wixon, Ph.D.
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Submitted by the customer:
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Pesticide Residue Sample Submission Form

Sauth Dakots Agricultueat L sboratoniag
1335 Western Avenysz
Brookings, SILSY006
{605} 6827325
fibbpa Wilesin T Ak Paoein )

Humrie ’“M‘MMWWWK”“@W 2l ikt st A0 0 f‘ﬂ»}
. . = Fol
address: gt L@Mn& ?&mﬂstry ok R L state: AJE
“g‘&?ﬂ?’?&'% -

%
e & ‘ {‘\ & S50 5 s i N
2 L 0B TYRE phote L1 HI ML MR kwat g ;mm&wgﬁﬁmw g
“hargbs 42 must be warked clagsly oo She sxaaple vou st P Rendts wl be sroded o the provided sensi addreis.
Bithirg %ﬂfmmshom_,&f Theok boo o bitting & the s3me as the cuptome! wformation

Hame. Agdrass:

Loy Siate: Aty

Phoee: {4 - Email:

trdividual tests sre 3162 each, uniess otherwise marked, Seans are 5242 and include aff of the compoundsin
3 particular category. Acceptable samples Indlude Vegetation, Water or Soil. Lall fo vonfirm other
subistrates.

Thans you for thoosing douth Dakota Agriculiural Labs! We do add analytes 1o 0w Iesting regiment
theoughaut the year. if 2 cheasival of interest is aot ksled, plesse call us:
{BO5} BERTRLS

How mmuch sample should you sead?
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vegetatinn, 1 winid be sbaut & guart sized bag packed Foil 1 more then one test B required, please fill a
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if yons are wdersgted in single anabees, please ciele the aotive ingredients. Thy cost of gavh individual analyie
is 5167 unless othensine marked.

Exsmple: 'wz?.sétrsém
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Attachment D
UNITED STATES ENVIRONMENTAL PROTECTION AGENCY

@ﬁaﬁwﬁ%&

SO e WASHINGTON, D.C. 20460
y 7,
3
r &
% CFFICE OF
& CHEMIOAL SAFETY
%2, gt AND POLLUTION PREVENTION

January 13, 2021

Kara Valentine

Deputy Director of Air, Land and Energy
Nebraska Department of Environment and Energy
PO Box 98922

1200 N St., Suite 400

Lincoln, NE 68509-8922

Dear Ms. Valentine,

Thank vou for your inquiry to the Environmental Protection Agency (EPA) concerning the
wastewater discharge situation with a Nebraska ethanol production facility. The EPA was
mformed that water from the facility’s wastewater containment ponds (referred to as lagoons)
contains various concentrations of pesticides and has been applied to nearby fields in the past.
The EPA is taking this opportunity to explain our process for assessing pesticide risk to human
health and the environment and why the residues detected in the wastewater lagoons far exceed
the registered application rates for which EPA has conducted safety assessments for pesticide
products. Our assessments include estimating pesticide concentrations in drinking water by
determining the potential for runoff o surface water and leaching into ground water. We would
also point out that our discussion here is limited to the Federal Insecticide, Fungicide and
Rodenticide Act (FIFRA) and does not include an analysis of any possible implications under
other statutes that may be implicated.

In accordance with FIFRA, the EPA registers a pesticide when it determines that it will not cause
unreasonable adverse effects on humans or the environment, while taking into account the
economiic, social, and environmental costs and benefits of the use of the pesticide. Under FIFRA,
the EPA is charged with balancing risks posed by the use of a pesticide against its benefits. The
EPA must determine if the benefits in light of its use outweigh the risks in order for the EPA to
register a pesticide,

In evaluating a pesticide registration application, the EPA assesses a wide variety of exposure
information (i.e., where and how the pesticide is used) and studies concerning environmental fate
(i.e., how the chemical will move in the environment) and toxicity (i.e., effects on humans and
other non-target organisms) to determine the likelihood of adverse effects (i.e., risk) from
exposures associated with the proposed use of the product. Risk assessments are developed to
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evaluate the environmental fate of the pesticide compound, as well a5 how it might affect a wide
range of non-target organisms including humans and terrestrial and aquatic wildlife (plants and
animals). On the basis of these assessments, the EPA evaluates and approves language for each
pesticide label to ensure the directions for use and safety measures are appropriate to mitigate
any potential unreasonable risk. In this way, the pesticide label communicates essential
limitations and mitigations that are necessary to prevent unreasonable adverse effects. Itis a
violation of FIFRA to use a pesticide in a manner inconsistent with its labeling.

The EPA’s evaluation of environmental fate studies determines how fast and by what means a
pesticide degrades, what chemicals it breaks down to, how much of the pesticide or its
breakdown chemicals will travel from the application site, and where they will accumulate in the
environment. The studies also assess how the pesticide breaks down in water, soil, and from
exposure to light; how easily it evaporates in air; and how quickly it travels through soil. The
EPA uses these tests to develop estimates of pesticide concentrations in the environment, The
typical sources of pesticide exposure to humans are through food and drinking water. Most of the
foods we eat have been grown with the use of pesticides and pesticide residues may be present
inside or on the surfaces of these foods. Some pesticides applied to farmland or other land
structures can make their way to the ground water or surface water systems that feed drinking
water supplies, Humans may also be exposed to pesticides by inhalation of dust blown from
treated fields,

The EPA’s ecological risk assessments evaluate the likelihood that exposure to one or more
pesticides may cause harmful ecological effects. The effects can be direct (e.g., fish die from a
pesticide entering waterways, or birds do not reproduce normally after ingesting contaminated
fish). Some of the impacts on animals that EPA evaluates are the short- and long-term effects of
varying amounts of pesticide exposure to insects and other invertebrates, fish, and birds. For
plants, the EPA evaluates how toxic the pesticide is to plants, how the pesticide affects a seed’s
ability to germinate and emerge, as well as the plant’s health and vigor as it grows.

According to the analysis conducted in November 2019 by the South Dakota Agricultural
Laboratories for the Nebraska Department of Environment and Energy, the pesticides detected in
the wastewater lagoons include neonicotinoid insecticides and fungicides in the strobiluron and
triazole classes, as well as two herbicides. EPA concludes that applying this water to nearby
fields is likely fo result in application of these compounds to farmlands at rates that far exceed
the registered application rates for which EPA has conducted safety assessments for products
containing these pesticides. Some of these pesticides are known to leach and may contaminate
groundwater. Some may be persistent, and ranoff will contaminate aguatic ecosystems.
Additionally, there are systemic pesticides in these samples and based on the high levels
detected, they can be taken up into plant tissues and result in levels of residues in nectar and
pollen that may harm pollinators or in leaves or other plant parts that are consumed by birds and
mammals. Information on the profile and characteristics specific to cach of the chemicals in the
wastewater is available at: httpsi/iaspub.epagoviapes/pesticides/Up=chemicalsearchil

The EPA has a comprehensive and robust assessment process for assessing the environmental
effects of a chemical used as a pesticide, but the wastewater produced by the Nebraska ethanol
facility represents a level of contamination that has no uniformity or limit on the number and
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amount of pesticides present. The EPA cannot conclude that discharging this water onto land
will not result in unreasonable adverse effects on humans or the environment.

Sincerely,

- . £
M l CH AEL (Dsgﬂoagfsggned by MICHAEL
GOOD |S 3226?021.01.13 10:06:43

Ed Messina, Esq., Acting Director
Office of Pesticide Programs

Cc DeAndre Singletary, Region 7
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